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MeToaom XxpomaTo-Macc-CnekTpOMETPUM BNEPBbLIE MPOBEAEHO NCCNeA0BaHME NPUMECHOMO COCTaBa
KoMMep4eckoro obpasua neHTakapboHuna xenesa. PaspaboTaHa cuctema npobooTbopa, no3sonstowas
NPOBOAMWTbL aHanm3 ero naposow dasbl. [Jns pasgeneHns npumMecen nccregoBaHa BO3MOXHOCTb MPUMEHE-
HUS KBApLEBOW KanWsipHOWM KOJTOHKM C METUITCUITOKCAHOM B Ka4eCTBE HEMOABWXHOW Xnakon gasbl. [Noka-
3aHO, YTO €€ UCNOJIb30BaHNe NO3BOSSET ONPEAEnsiTb B NeHTakapboHUIe Xeneaa BelLecTBa kak C HU3KUMMU
TemMnepaTypamu KUNeHus, Tak U ¢ 4OCTAaTOYHO BbICOKMMM (OT MOCTOSIHHLIX ra30B 40 HOHaHa). MiaeHTuduka-
LU0 NpUMecein NPOBOAWIN CPABHEHMEM X SKCMEPUMEHTarbHbIX MAacC-CMeKTPOB € AaHHbIMK 6a3bl NIST.
YacTb NMKOB NpuMeceit uMenu xpomatorpaduyeckoe paspeLleHune He Hke 0.7, YTO NO3BONMIO NONYyYnTb
MX Macc-CNeKTpbl, MPUrogHble Ans 6mbnuotevHoro novcka n ngeHtudmkaummn. KoadduuymneHTtsl nogobus
MX Macc-CcnekTpoB ¢ bubnmnoteyHbiMum 6a3bl gaHHbIX NIST coctaBunu 0.83-0.99. B Tex criyyasx, koraa xpo-
mMaTorpadu4eckoro pasgeneHus npumecen 6bino He[oCTaTOYHO, UCMONb30BaN MOHUTOPUHT OTAENbHbIX
cneundunyecknx MOHOB. Micnonb3oBaHMe Takoro Nogxo4a no3Bonuno 6onee TOMHO oNpeaenuTL BpeMeHa
YOEPKUBAHMWSA NPUMECE B NEPEKPLIBAIOLLMXCS NUKAX 1 OTKOPPEKTUPOBATbL MACC-CMEKTPbl OT BIIUSIHWSA CUT-
HanoB choHa 1 ApYrMx KOMNOHEHTOB. [Mpn MaeHTUDUKALMN NU30OMEPOB MACC-CNEKTPOMETPUYECKME AaHHbIE
He obecneymBanu JOCTOBEPHYH UHGOpMaLMIo 06 nx CTpykType. MoaToMy Obinv 4ONONHUTENBHO UCMOSb-
30BaHbl razoxpomartorpaduyeckme gaHHble No MHAEKCAM yaepXXnBaHus npumeceii. B pabote yuntsiBanu
WHAEKCHI YAEPXKUBAHMS, NOYYEHHbIE HA KanUnnsipHbIX KOMTOHKAX C MOSIMMETUIICUITOKCAHOBLIMY ha3amMm
MPU CXOAHBIX C HALWMMM YCNOBUSIX pasfenenus. NpruMeHeHne gaHHbIX NOAX0A0B NO3BONUMIO UAEHTUN-
uMpoBaTb B NeHTakapboHune xenesa 39 npMMecHbIX BewecTs. Bce oHM ycTaHOBMEHbI BnepBble. imu siB-
naTcsA aTMocdepHble rassl, NpeaensHbIe U HenpeaensHble yrnesogopoasl C,-C,, ux usomepsl, Tonyor.

Knroueenle crioea: neHTakapboHUN xenesa, kKanunnsipHas KOrloHKa, NpUMecK, naeHTuuKaums,
XpOMaTO-Macc-CrekTpoMeTpusi.
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Itis for the first time that the impurity composition of commercial sample of iron pentacarbonyl has been
analyzed by chromato-mass-spectrometry method. A sampling technique was developed making it possible
to analyze its vapor phase. For the separation of impurities, the possibility of using quartz capillary column
with methylsiloxane as a stationary liquid phase was considered. It was shown that its use provides the deter-
mination of substances both with low-boiling and with sufficiently high-boiling temperatures (from permanent
gases to nonane) in iron pentacarbonyl. The impurities were identified by comparison of experimental mass
spectra with NIST database. Parts of impurities’ peaks had the chromatographic resolution no less than 0.7


https://core.ac.uk/display/228580927?utm_source=pdf&utm_medium=banner&utm_campaign=pdf-decoration-v1

AHanumuka u KOHmMporib.

2016. T. 20. Ne 3.

which provided their mass spectra suitable for library search and identification. Similarity coefficients of their
mass spectra with NIST library database were equal to 0.83-0.99. In case of insufficient chromatographic
separation of impurities, the monitoring of specific individual ions was used. The application of this approach
made it possible to determine the holding time of impurities in overlapping peaks with more precision and to
correct the mass spectra accounting for the effect of the signal from the background and other components.
During the identification of isomers, the mass spectrometric data did not provide reliable information on their
structure. That is why additionally the gas-chromatographic data on the retention indices of impurities were
used. In this paper the retention indices taken into account were obtained in capillary columns with polymeth-
ylsiloxane phases at similar separation conditions. The use of these approaches made it possible to identify
39 impurity substances in iron pentacarbonyl. All of them were identified for the first time. They included at-
mospheric gases, saturated and unsaturated hydrocarbons C,-C, and their isomers, and toluene.
Keywords: iron pentacarbonyl, capillary column, impurities, identification, gas chromatography-mass

spectrometry

BeepeHue

MenTakap6onun xenesa (MKX) ssnaetca nc-
XOOHbIM BELLECTBOM A5 MOMyYeHUs xenesa n ero
OKCUO0B B BMZE NMOPOLLKOB, NNEHOK, MOKPLITUNA, HUTE-
BMOHbIX METANMYECKMX MOHOKPUCTAIIOB METOAOM
pasnoxeHus B razoson case [1, 2]. OH Takxe npume-
HAETCHA B XMMNYECKON U HE(PTSHON NPOMBILLIIEHHOCTHU
B Ka4eCTBe KaTanmsaTopa MHOMMX NPOLECCOB, ANg Nno-
ny4yeHns1 NICKYCCTBEHHOrO Kay4vyka, NnofiMMepos, B Ka-
YecTBe aHTUOETOHALMOHHbIX NMPUCaA0K B MOTOPHbIX
TONnuBax, B MeAUUMNHE AN HAHECEHUS XEeNe3HbIX
MarHWTHbIX NMOKPbLITUIA Ha NeKkapCTBEHHbIE Npenapa-
Tbl [1, 3, 4]. HoBbiM npumeHeHunem MNKX asnsetcs ero
ncnonb3oBaHWe B ka4ecTBe paboyero BelLecTBa AN
NoNyYeHUsi BbICOKOOOOraLLeHHbIX M30TOMOB Xenesa [5].

Takoe npumeHenue MKXK, ocobeHHo ans nony-
YEeHUs1 YUCTOrO Xeresa u pasgeneHns n3oTonos, Tpe-
OyeT geTanbHOro u3yyYeHusl ero NPMMECHOro CocTasa.
OpHako 4ncno paboT, NOCBSLLEHHbIX 3TOMY BOMPOCY,
HeBenuko. Mo nMTepaTypHbIM AaHHbLIM B NpoLecce
CMHTEe3a kapboHuna Xenesa ocyLLleCTBMAETCA JOCTa-
TOYHO rnybokas 04nCTKa MCXOQHOTO XKenesa, 3aKoYeH-
HOro B Xxenesocogepxatllee cbipbe, OT 60MbLMHCTBA
NPUMECHbLIX 3NEMEHTOB (cepbl, hocdopa, KpeMHUSA 1
4p.), KOTopble He 0Opa3ytoT B YCNOBUSIX NMpoLiecca ne-
Tyunx kapboHunos. MNoaTomy nonyyYaembli Npy CUHTE-
3e [MKX saBngeTcs 40CTaTOYHO YNCTLIM, COAEPKALLNM
NVLWb CNefbl HEKOTOPbLIX 311IEMEHTOB, CONYTCTBYHLLNX
xeneay [6]. B paboTe [7], nocBsiLLeHHON cNOCOBY CUH-
Te3a neHTakapboHuna xenesa, ykasaHa 4ictoTa no-
ny4aemMoro npopaykTa, coctasnsowas 99.9 % mac. lNo
AaHHbIM paboThkl [8] YMCTOTa NoNy4aemoro B Npon3Bo-
cTBeHHbIX MacwTabax KX coctasnseT 93 % wmac.,
npu 3TOM NHGOPMaLns O MeETOLAX UCCMEeA0BaHUA U
NpMMECHOM COCTaBe BellleCcTBa OTCyTCTBYeT. B uctou-
Huke [9] npuBeaeHa unctota kommepydeckoro MKX, co-
ctaBngwowas 99.999 % mac. no npyumMecsiMm MeTarnsoB.
B pa6ore [10] onpegenexune npumecen B MNKX uncro-
Ton 99.999 % mac. OCyLLeCTBANN C NOMOLLbIO CNeK-
TpomeTpa C MHAYKTUBHO CBSI3aHHOMN nnasmon. B Hen
yKa3blBaEeTCSl, YTO COAepKaHNe NpUMeCeN arieMeHTOB
He npeBblwaeT 0.05-5.0 ppm. Takum obpasom, B nu-
TepaType ecTb faHHble Mo uccnegosaHuio MNMKX nuwes
MeToAamMu aTOMHON cnekTpomeTpun. OTCyTCTBYET MH-
cdhopmaLms 0 ero MOneKkynsapHoOM NpMMeCHOM CoCcTaBe.

[MepcnekTUBHBLIM METOOOM ONpeaeneHns Mone-
KynsipHbeix npumecer B MNKX anaetca metoq xpoma-
TO-MaccC-CneKTPOMETPUH, K BaXKHENLIMM JOCTOMHCTBAaM
KOTOPOro oTHocATCS BbicTpasi, HagexHas ngeHTudm-
Kauusi mpuMecen N BbICOKas YyBCTBUTENMbHOCTb UX
onpegenenus. lNMoatomy npeacTaBnsno nHTepec nc-
cnepoBaTtb BO3MOXHOCTb €ro NpUMEHeHnNs Ans aHa-
nn3a MNMKX. Mybnunkauum, NoCBsALLEHHbIE 3TOMY BONPO-
Cy, B nutepaType HaMu He HandeHbI.

Llenbto HacToswen paboThbl SBNSETCA UOEHTU-
dpukauma npumecen B MNMKX xpomato-macc-cnekTpo-
METPUYECKNM METOLOM.

JkcnepumMeHTasnbHag 4acTb

B paboTe uccnegoBanv NpMMeECHbIN COCTaB
MKXK, cooTBeTcTBytOLErO TPEGOBaHMAM TY 2436-051-
05807977-99 n Bbinyckaemoro OO0 "CuHtes-MKX” (r.
[3epxunHck Huxeropoackon obnactu).

AHanus npoBoAMNY Ha ycTaHOBKe, COBpaHHOW Ha
6ase xpomaTo-macc-cnektpomeTpa Agilent 6890/5973N
C KBaApynorbHbIM Macc-aHanusaTopom (puc. 1). Ycra-
HOBKa BKIto4arna B cebs aHanutuieckuii npmbop v Ba-
KyYMHYto cuctemy npobootbopa. NMpu ee pazpaboTke
yuYuTbIBanacb BbicoKas xuMmyeckas aktuBHocTb MKXK,
B YACTHOCTM OKUCIIEHWNE KUCIIOPOAOM, POTOXMMUYe-
CKO€ pas3nioxeHue nog AeNCcTBNeM CBETa, ero BbICOKast
TOKCUYHOCTb. [oaTOMy 0cOB0€ BHUMaHue yaensnoch
repMeTUYHOCTU CUCTEMbI BBOAA NPOo6 1 BCeX KOMMY-
HMKaLMI YCTaHOBKM, a TaKkxe yTUnmM3aumm BelecTsa.

Mpw aHanu3ae MNKXX otbupanu ero naposyto asy
1 BBOOWIM B NPMOOP C NOMOLLbH0 BaKyyMHOI CUCTEMBI,
BbIMNOSIHEHHOW M3 TPYOOK HepXKaBetoLLen cTanu map-
kn 12X18H10T BHewWHUM guameTpom 6 MM, BHYTPEH-
HUM AMaMETPOM 4 MM M BKMKOYaKoLLEN MeMOpaHHble
KpaHbl 5-10 (TY 14-3P-09-94 OO0 “Nasep-ras”). fo-
3upoBaHue npobbl B XxpomaTorpauyeckyro KONOHKY
OCYLLECTBIIANY aBTOMaTUYECKMM OBYXMO3ULMOHHBLIM
kpaHom-go3atopom Valco EH2C6WEZPH-CERS 13,
hYHKLMOHMPOBABLLUM B 3alLMTHON aTMocdepe renus
mapku b (TY 51-940-80). Ero pacxog coctasnsan 10 mn/
MuH. KpaH-4o3aTop coeanHsAnM ¢ BakyyMHOWM cucte-
Mol npo6ooTbopa, KoTopasi MMerna BbIxog, ANs noa-
coefunHeHust 6annoHa 1 c uccnegyembiM o6pasLom U
BKIOYana obpasLoBbIi BakyyMMeTp 12 knacca Tou-
HocTu 0.6, NOBYLUKY ANsi KOHAEHCALUMN neHTakap6o-
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Huna xenesa 15, popBakyyMHbIN Hacoc 18 u 6annox
11 Ans nepekoHAeHcaUmm BELLECTBA U3 KPMOMOBYLLKM.

O6beM Npobbl, BBOAUMbIN B KONTOHKY, COCTaBSN
50 mkn npu gaesnenuu go 0.03 atm. Hanyck MNMKXX ns 6an-
NOHa OCYLLECTBASANM NPU OTKPBITOM KpaHe 5 1 3aKpbITbIX
6, 7 n 8. Nocne BBOAA NpobbI B XpOMaTO-MaCcC-CNeKTpo-
METPUYECKYH CUCTEMY KpaHbl 7 1 8 OTKpbIBanu, oTkaum-
Banu n koHgeHcuposanu octatok [NMKXX B kpronosyLuky
15, oxnaxgaemyto Xnakum a3otoM. [ocne 3aBepLue-
HWsi aHanu3a 3akpbiBanu KpaHol 7, 8 1 9, oTkpbiBanu 10
1 NepekoHAEeHCMPOBanu BELLLECTBO 13 KPUOSOBYLLKK 15
B NpUeMHbIN 6annoH 11 ansa ytunmusaummu.

[lna xpomaTtorpaduyeckoro pasgeneHums npume-
Cen NCnonb30Barnu KBapLEBYH KaMUIISPHYHO KONTOHKY
DB-5MS 30m x 0.32 mm x 0.25 MKM C METUICUIOKCa-
HOM, coaepxawmm 5 % eHWbHBIX Py, B KAYeCTBE
HenoaBwXHOW hbasbl. PasgeneHve npumecen Benuv npu
CreayroLLyMX yCroBUsSIX: Ha4anbHas TemMneparypa KosoH-
ku coctasnsana 30 °C B TeyeHune 10 MMHYT, 3aTem ee no-
Bbiwanu co ckopoctbto 10 °C/mun go 130 °C u Bblagep-
XXMBanv npv 9ToM TemnepaTtype 40 OKOHYaHUS aHanusa.
Bo Bpems Bbixoga 0CHOBHOro komnoHeHTta — MKX (c
2.35 00 2.92 MUHYT) OTKIOYANN HanpskeHWe Ha MOH-
HOM MCTOYHMKE AN UCKITIOYEHNS MeperopaHns katoaa.

B kayecTBe raza-HoCMTeNs MCNONbL30Bany renun
mapku 70 (TY 0271-001-45905715-02). JInHenHasa cko-
POCTb rasa-HOCUTENS B KONOHKe cocTaensana 30 cm/c.

Puc. 1. Cxema ycTaHOBKM ANst aHanu3a neHtakapboHu-
na xenesa: 1 — 6annoH ¢ obpasuom MKX, 2 — 6annoH
C NPOMbIBOYHbBIM ra3oM cuctemsl npobootbopa, 3 — 6an-
FIOH C rasom-HocuTenem, 4 — 6annoH ¢ 064yBOYHbIM ra-
30M KpaHa-go3aTopa, 5-10 — BakyyMHble kpaHsbl, 11 — npu-
émHbI 6annoH ansa MNKX, 12 — o6pasuyoBbin BakyyMMeTp,
13 — kpaH-go3aTop Valco, 14 — 6nok perynupoBaHus pac-
xofa 064yBOYHOrO ra3a kpaHa-fo3atopa, 15— KpruonosyLu-
Ka, 16, 17 — cocyn Abtoapa ¢ xunakum azotom, 18 — popsa-
KYYMHbIN Hacoc, 19 — xpomaTo-Macc-CnekTpoMeTp

Fig. 1. Apparatus for the analysis of iron pentacarbonyl:
1 — tank with a sample of iron pentacarbonyl, 2 — tank with
a purge gas sampling system, 3 — tank with a carrier gas,
4 —tank with a purge gas-dispenser tap, 5-10 — vacuum valves,
11 — foster tank for iron pentacarbonyl, 12 — vacuum gauge,
13 — tap dispenser Valco, 14 — flow control unit with a purge
gas-dispenser tap, 15 — kriotrap, 16, 17 — Dewar flask with
liquid nitrogen, 18 — backing pump, 19 — gas chromatogra-
phy-mass spectrometer
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Macc-cnekTpbl NPUMECEN permcTpmMpoBanm B pe-
XUME VOHW3aLIMM ANEKTPOHAMM (AHEPTUS MOHUSUPYHOLLIMX
anekTpoHoB 70 3B) B gnanasoHe ckaHMpOBaHMs Macc
12-350 a.e.Mm. HanpsxeHne Ha SNeKTPOHHOM YMHOXM-
Tene, BbICTABNIEHHOE NPU aBTOMaTUYECKOW HAacTPOKe
ANEKTPOHHOW onTuKKM, cocTaBnsano 1435 B. Temnepa-
Typa UCTOYHMKa MoHOB Bbina 150 °C, kBagpynonbHOro
dwmnetpa macc — 106 °C, nHtepdeiica — 200 °C. Ngeh-
TUUKaALMIO MPUMECEN NPOBOAUIN MYTEM CPABHEHNS
3KCNEepPUMEHTarbHbIX MaCC-CNeKTPOB, NMOMYYEHHbIX B
pexumMe Scan, ¢ BubnuoTeYHbIMM U3 6a3bl AaHHbIX NIST.

Pe3ynbTaTthl X 00CcyXaeHue

Ha puc. 2 npuBeaeHa xpomartorpamma NKX, no-
ny4yeHHasi No NOfIHOMY MOHHOMY TOKy. BugHo, 4to B
naHHoM obpasue MKX cogepxunTtcs 6bonblioe Yncno
NpMMeceW, MIOUPYIOLLIMXCSA U3 KONTOHKU Kak A0, Tak 1
nocrne BeLLecTBa-0CHOBbI. [TMK OCHOBHOIO KOMMOHEH-
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Puc. 2. Xpomatorpamma MKXK: 1—-N,,CO, O, Ar,CO,,C.H
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2-us0-C,H,, H-C H, , C,H, (TpaHc-GyTen-2), C,H, (unc-6y-

TeH-2), 3—C_H, (3-meTun-1-6yteH), 4 —C_H., (2-meTunbyTaH),
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5 - C.H,, (1-nenten), H-CH,,, 6 — C,H,  (TpaHc-neHTeH-2),

C,H,, (umc-neHTen-2), 7 - C;IEI10 (2-MéTlJI(JJ'I6yTeH-2), 8-C.H,
(umknonenteH), C.H,, (3-metunnenten-1), 9-C.H,, (2-metnn-
newtaH), C.H,, (TpaHc-4-metunnenteH-2), 10— C.H,, (3-me-
tvnnewtax), 11-C.H,, (2-metunnenten-1), C.H,, (rekcen-1),

12—-H-C H,,, C.H., (rekcen-3),13—C_H, (TpaHc-rekceH-2), 14

6 14’ 76 12 6 12

-C,H,, (unc-rexcen-2), 15— C H,, (TpaHc-3-metnnneHTeH-2),

16 — H-C7H16 + C H,, (renten-3), 17 — C H,, (unc-3-metun-

rekceH-2), 18 —C_H,, (tpanc-renten-2), 19 - C.H,, (unc-ren-

TeH-2), 20— C,H,CH, (tonyor), 21 - C,H,, (unc-okTen-4), 22
—H-CH,,, 23 -C_H, (umc-okteH-2),24 —H-CH
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Fig. 2. Chromatogram of iron pentacarbonyl. 1-N,, CO, O,,
Ar, CO,, C,H,, 2-i-C H,, n-C H,, C,H, (trans-2-butene),

4" 107 10°

C H, (cis-2-butene), 3 — C.H,  (1,1- dimethylcyclopropane),
4 — C,H,, (2-methylbutane), 5 — C,H,, (1-pentene), n-C.H
),

5 12 127

6 — CH,, (trans-2-pentene), C.H,  (cis-2-pentene), 7 — C.H

5 10 5 10

(2-methylbutene-2), 8 — CH, (cyclopentene), CH,, (3-me-

6" 12

thylpentene-1), 9 — C H,, (2-methylpentane), C.H,, (trans-
-4-methylpentene-2), 10— C_H,, (3-methylpentane), 11— C_H

6 14 6 12

(2-methylpentene-1), CH,, (1-hexene), 12 -n-CH,,, C.H

147 =6 12

(3-hexene), 13 — C H,, (trans-2-hexene), 14 — C.H,, (cis-he-

6" 12

xene-2), 16 — C H,, (trans-3-methylpentene-2), 16 — n-C H,

6" 12

+C,H,, (heptene-3), 17 — C,H,, (cis-3-methylhexene-2), 18 —

714
CH,, (trans-2-pentene), 19— C H,, (cis-2-pentene), 20 — C H-
sCH, (toluene), 21 — C,H,; (cis-4-octene), 22 —n-C,H,,; 23 -

C,H,, (cis-2-octene), 24 —n-C H,,

8" 16

8 18’
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Ta Ha XxpomaTtorpamme OTCYTCTBYET, MOCKOSbKY BO Bpe-
MS1 ero 3MNIONPOBAHMS U3 KONTOHKM OTKNOYanu Hanpsi-
»KEHWe Ha MOHHOM MCTOYHUKe. YacTb NMKOB NpuMecei
nmeeT paspeLleHne He Hmxke 0.7, YTo No3BONMMo no-
Ny4YnTb UX Macc-CnekTpbl, NpurogHblie ons 6ubnuo-
TEYHOro nomcka n naeHtTudunkaumn. KoachpuumneHTol
nogobus nx macc-cnekTpoB ¢ 6MGIMoTeYHbIMM Basbl
AanHbix NIST coctaBunu 0.83-0.99. B Tex cnyyasix,

Korga xpomartorpadunyeckoro pasaeneHms npuMmecen
ObINI0 HEQOCTATOYHO, UCMOMNBb30BaNM MOHUTOPUHE OT-
OenbHbIX cneunduyecknx MOHOB.

Tak, HECMOTPSA Ha OTCYTCTBME XpomaTorpadu-
4YecKoro pasgeneHus npumecen atMocdepHbIX rasos
1 nponuneHa (Nuk 1 puc. 2), MOHUTOPUHT cneumdunye-
CKMX MOHOB ¢ m/z 28, 32, 40 n 44 no3sonun naeHTun-
¢puumposatb npumecu (N, + CO), O,, Ar n CO, coot-

Tabnuua

Mpumecw, noeHtudurumnposaHHsie B MK, nx Temnepatypbl kunenus (T, ), BpemeHa yaepxmsaHus (t), akcne-
pUMeEHTanbHbIEe U NUTEpPATYPHbIE UHAEKCHI YaepxuBaHus (RI) n maccoBble YMcna Anst MOHUTOPUHIa CenekTuB-

HbIX MOHOB (1M/2)

Table

Impurities identified in iron pentacarbonyl, their boiling points (bp), retention times (t), experimental and literature
retention index (R/) and mass numbers (m/z) for selective ion monitoring

RI
Mpumechb to JkcnepumeH- JlutepatypHble m/z
T ,°C MVH
xan TanbHble JaHHblE OaHHble [12]

N, -195.8 1.448 - - 28

CO -191.5 1.448 - - 12

O, -182.97 1.448 - - 32

Ar -85.9 1.448 - - 40

CO, -78.5 1.458 - - 44

CH, -47.6 1.475 300 300 4

uso-C,H, -11.2 1.508 368 366 43
H-C,H,, -0.5 1.535 400 400 43

C,H, (TpaHc-byTeH-2) 0.9 1.549 414 410 41
C,H, (unc-byTeH-2) 3.7 1.562 426 425 4
C.H,, (3-metun-1-6yTeH) 201 1.609 457 459 55
C.H,, (2-meTnnbyTan) 27.8 1.640 476 475 43
C.H,, (1-neHTeH) 30.0 1.677 493 489 42
H-C.H,, 36.1 1.694 500 500 43

C.H,, (TpaHc-neHTeH-2) 36.2 1.720 508 510 70
C.H,, (umc-neHten-2) 36.6 1.744 518 515 70
C.H,, (2-meTnnbyTeH-2) 38.6 1.758 522 520 70
C.H, (umknonenTeH) 43.8 1.899 559 554 67
C.H,, (3-meTunnentex-1) 53.9 1.906 561 558 84
C.H,, (2-meTunneHTaH) 60.3 1.946 569 569 43
C.H,, (TpaHc-4-meTunneHTeH-2) 58.3 1.960 571 570 69
C.H,, (3-meTunneHTaH) 63.3 2.030 584 583 57
C.H,, (2-meTunnexten-1) 61.8 2.067 590 588 27
C.H,, (rekcen-1) 63.5 2.088 593 589 56
H-CH,, 68.7 2135 600 600 57

C.H,, (rekceH-3) 66.6 2.162 604 603 55
C.H,, (TpaHc-rekceH-2) 68 2.185 607 605 55
C.H,, (unc-rekcen-2) 69 2.260 616 614 55
C.H,, (TpaHc-3-meTnnneHTeH-2) 69.8 2.307 622 620 69
Fe(CO), (kak npumechb) 102.8-103.6 2.404 633 - 84

H-C_H + CH,, (renTeH-3) 98.4 3.348 700 700 98, 100

C_H., (unc-3-meTunrekceH-2) 97.3 3.408 702 703 69
C_H., (TpaHc-renTeH-2) 97.8 3.499 708 705 56
C_H,, (unc-renten-2) 98.5 3.664 715 713 56
CH.-CH, (tonyon) 110.6 5.14 766 770 91
C,.H,, (unc-okteH-4) 122.5 6.477 797 798 55
H-C_H.. 125.7 6.629 800 800 85

C,H,, (umc-okteH-2) 124.8 6.956 806 811 55
H-CH,, 150.8 12.754 900 900 57
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BeTcTBEHHO. [MpnMeck CO oTaensHO onpeaensnm no
MOHWUTOPUHTY MOHa mM/z = 12 Ha AaHHOM y4acTKe Xpo-
mMaTtorpamMmmbl. [purogHbIv 4Ns aHanu3a Macc-CnekTp
NpMMecCK NponuneHa nony4any npu MOHMTOPUHIE B
obracTu aToro xpomartorpacguyeckoro nuka MOHOB C
m/z =41 v BblduTaHun dhoHa. Mogo6HEIM 06pa3om Kax-
AblA MUK Ha XpomaTtorpamme 6bin npoaHanuamMpoBaH
Ha MPUCYTCTBME HEpa3geNeHHbIX KOMMOHEHTOB. OTO
MO3BOMMIIO TOYHO ONpeaenvTb BPEMS YAEepPKUBaAHNSA
KaXX[oro KOMMOHEeHTa B NepeKpbIBalOLLUXCA NUKax u
OTKOPPEKTMPOBATb MacC-CNEKTPbI OT BAMSHUS CUTHA-
noB ¢oHa n gpyrmx KOMMOHEHTOB.

Mpu ngeHTUMKaUMM N30MepPOB Macc-CnekTpo-
MeTpUYecKme faHHble He obecnevnBany OgHO3HaYHON
ngeHtTudukauumn npumecen [11]. NMoatomy 6NN go-
NOMHUTENBHO MCMNOSb30BaHbI razoxpomarorpaduye-
CKWe JaHHble Mo nHaekcam yaepxumBanus (RIl) npume-
cen [12]. B paboTte yuutbiBanuce RI, nonyyeHHble Ha
KanunnsipHbIX KONOHKaxX C MOSIMMETUIICUIIOKCAHOBBIMU
(hasamm NPy CXOAHbIX C HALLMM YCIIOBUAX pa3aeneHus.

PesynbTtathl uaeHTndUukaumm npumecen B MNMKX,
nX TemnepaTypbl KUNEHWS, BpeMeHa yaepXKXMBaHWS, IKC-
nepuvMeHTanbHble U NTepaTypHble MHAEKCHI YAEPXKU-
BaHus (RI) npuBeneHbl B Tabnuue.

M3 Tabnuubl BugHo, yto B NMKXX ycTtaHoBneHo
npucyTcTene 39 npuMecHbIX BeLlecTs. Bce oHM naeHx-
TUMuMpoBaHbl B JaHHOM BellecTBe Briepsble. [oka-
3aHO, YTO C MOMOLLbIO KOMoHKK DB-5MS npwu gaHHbIX
ycnoBusx pasgenenus B NKXK moxHo onpenensite
npuMmecu atMocdepHbIX ra3oB, ankaHoOB U ankeHoB
C,-C,, Tonyona. lNoka3saHo, 4to npumecu N, CO, O,,
Ar, CO,, C,H,, ankaHos n ankeHos C,-C, antonpytorcs
N3 KONMOHKN 0O OCHOBHOIO KOMMOHEHTA, a H-rentaHa
v ankeHoB C,, HecMOTpsa Ha bonee HU3KME Temnepa-
Typbl KuneHus (Tabnuua) no cpasHeHumto ¢ MKXK (T
102.8 [12] — 103.6 [6] °C), — nocre 0CHOBHOro KOMMO-
HeHTa. [locne Hero Takxe aNUPYHTCSA NPUMeCH To-
nyona, ankaHos v ankeHos C,-C,.

[MpucyTcTBME NpUMecen NOCTOSIHHbIX ra30B U
yrnesogopofos B NMKXK, BepoATHO, HOCUT TEXHONOMM-
yeckui xapakTep. [ocTynneHne aTnx BELLECTB cKopee
BCEro NpoMcxoauT B OCHOBHOM U3 UCXOLHOMO peareH-
Ta CO, npumeHsemoro npu cuHTese. B pabote [6] oT-
Me4yaeTcs, YTO UCMONb3yeMbIi MOHOOKCUA yrnepoaa
MOXET coepXaTb NpUMecH yrneBogopOa0B 1 aTMOC-
depHbIx razos. [pyrum BepOATHbIM UCTOYHUKOM MpU-
mecen B [TKXK aBnsetcs noctynneHue nx B kayectse
(POHOBBIX N3 peakTopa 1 KOMMYHWKaL M 4Na noasoaa
peareHTOB, 0TBOAA M Neperpy3kn npoaykra. Takxe Be-
POSITHBIM MCTOYHUKOM YTT1EBOAOPOAOB, 0CODEHHO C Bbl-
COKUM MOIEKYNSAPHbIM BECOM, ABMSATCA Macrna KoM-
NpPeccopHOro 060pya0BaHMS Ha YCTAHOBKE Af151 CUHTE3a.

3akniovyeHune

Bnepsble ¢ ncnonb3oBaHvemM MeToda Xxpoma-
TO-Macc-CnekTpoMeTpmmn NpoBeaeHa naeHTudmnkaums
npumecen B neHTakapboHwune xenesa. B Hem ycTaHoB-
NEeHO NpMCYTCTBME aTMOCHEPHbIX ra3oB, NpeaenbHbIX
v HenpegernbHbIX yrnesogopoaos C,-C , Tonyona. Bee-
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ro ugeHtTudunumposaHo 39 npumecHbIX BelecTs. Bce
OHW B NeHTakapOoHMNe xenes3a 06HapyKeHbI BNEPBbIE.
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