BeBeneHmne Macc-cnekTpoMeTpusa 3JIeKTPOHHOW noHmn3aumen (3N) asnaeTcs
WHCTPYMEHTaJIbHbIM MEeTOLO0M N3YyYeHUSA OpraHnyecknx coegnHeHmin. OHa cBsizaHa C
NOHM3aumen Mmosekyn obpasua Npu 31eKTPOHHOM yaape ¢ obpa3oBaHueM
MOJIOXKUTESIbHbIX MOHOB C NOoCAefy WM UX pasgesieHnemM n perncrtpauymen. Macc-
CMEeKTPOMEeTPUSA OpraHNYeCcKnx CoeguHEeHUN pellaeT creayoume 3agadn:
yCTaHOBJIEHNE MONIEKYISIPHON MacCbl MOHOB; onpenesieHne 3/1IeMEHTHOINO CoOCTaBa
coefiMHeHMNs; onpeaeneHne PyHKUMOHaNbHbIX FPynn, BXOAAWMX B COCTaB BELLECTBa;
yCTaHOBIEHME 0bLen CTPYKTYpPbl MosIeKybl. Macca CaMoOro TS>XXenoro noHa -
MONIEKYJIAPHOIro noHa (M+.) B Macc-cnekTpe paBHa MOJIEKYJIAPHON Macce
aHanmsnpyemoro coeguHeHunsa. OgHako onpenesieHne n naeHTnunKauma
dochopcopepKallmx opraHM4eckux cCoeguHeHnn MeTogoM XpoMaTo-Macc-
cnekTpomeTpun (XMC) B pexxume U npeancrtasnseT cobom CNOXKHYIO aHaINTUYECKYHO
3aa4y B CBA3W C TEM, 4HTO MACC-CNEKTPbl 3TUX COEAUHEHUN BO MHOIMUX CJlyHasaX He
copep>xaT NMKoB M+.- noHoB [1]. HaMun npeanpuHATa nonbiTKa N3Y4YNTb peakumnio
B3aMMoAencTBmsa am-f,B -x10p3TUN0BbLIX 3PUPOB apUAPOCHOHNCTLIX KUCIOT C
3TUAXJIopaLeTaToM, B pe3yibTaTe KOTopon obpa3yoTcsa 3TuioBble 3upbl 4-
xnopaTokcu(apnndochopunn)yKCyCHbIX KUCNOT: DTUNoBble 3unpsbl 4-
xnopaTokcu(apmnndochopunn)yKCyCHbIX KNCNOT ABNAIOTCA YOOOHbIMU 06bekTamMn ons
N3y4YeHusa B BUOY HaIM4YMSA B MOJ1eKyJie coeMHEeHUA HECKOJIbKUX Pa3HOPOOHbIX
PYHKLMNOHaNbHbIX FPYMM, @ TaK »Xe& HEBbICOKOM CTabunbHOCTN NCXOAHbLIX An-B,B'-
XJNI0P3TUII0BbLIX 3PUPOB apunPOCHOHUCTLIX KUCOT, KOTOPble MOTyT npeTepnesaTb
pas3/inyHble NpeBpaLleHns elle 40 B3auMogencTemsa co cybcTtpaToM. PesynbTaThl
PeakunoHHble cMecu(l-1ll) nccneposann metogom XMC B pexxume DU nocne yoaneHuns
NEerkoKUMALWMX KOMNOHEHTOB Mo BaKyyMOM Mac/IHOro Hacoca (puc. 1-3). AHanm3
MacCC-CNeKTPOB, CHATbIX B 3TUX XpoMaTorpamyecknx yCaoBUAX NokKasals, 4To BCe TpU
CMecCun copepxaT OAMHAKOBbIe N0 CTPYKTYype NpoayKTbl. Puc. 1 - ®parMeHT
XpomMaTorpaMmmsl peakunoHHom cmecu | (R = Me2N) Hanbonee nogpobHo, paccMoTpum
aHaNn3 peakumoHHon cMmecu Il. AHann3 Macc-cnekTpa (puc.4) cBuaeTenbCTBYET, 4TO
nocneaHnin oTHOCUTCS K MOJIeKyJie Co CTPYKTypon aun(B,B'-xnopatun)(4-xnopdeHunn)
dochoHaTa. Kak BUOHO U3 Macc-CnekTpa, B HeM HabnwgaeTcss MasIOMHTEHCUBHbIN
NMMK M+. nOHa MOJIEKYJIbl CO CTPYKTYypon an(B,B'-xnopatun)(4-xnopdeHnn)
dochoHaTa. Mk m/z 281 obycnosneH noHom [M- CI[+*. Pa3pbiB P-O cBs3u Puc. 2 -
dparMeHT XpoMmaTorpamMmmbl peakymnoHHom cMmecu Il (R = Cl) Puc. 3 - ®parmeHT
XpomMaTorpaMmmsl peakunoHHom cmecu lll (R = H) Puc. 4 - Macc-cnekTp BewecTBa Co
BpeMeHeM Bbixoaa 9.91 B M+. - noHe BegetT K MoHY [M-C2H40CI[+ m/z 237. NoH m/z
219 BepOATHO BO3HMKAET B pe3ysibTaTe neperpynnuposkn Mak-JladpdepTn, C
nocreaywoLWmm oTwenseHneM pagmkasna xsaopa oT obpasoBaBLuerocs noHa. B ceasm ¢
3TUM CTOWUJIO OXKMOaTb NPUCYTCTBME B MAaCC-CMNeKTpe noHa m/z 254, Ho oH
rnpakTudeckn otcyTcTeyeT (4% OT MakKCMMaJIbHOro NMKa). OTOT NOH NpeTepnesaeT,
BEPOATHO, BTOPYIO neperpynnupoBky[2] c obpa3oBaHnemM noHa m/z 192, kotopbin B
CBOIO o4epenb TepseT rmApoKCUbHY0 rpynny ¢ obpa3oBaHMeM OCKOJIOYHOIO MOHA



m/z 175. ®parmeHTauuto monekynbl an(B,B'-xnopatun)(4-xnopdeHnn) ochoHaTa
MO>XHO NpeacTaBUTb Cliegylowen cxeMon: * 3aecb N gasiee m/z MOHOB coaep Kalyme
Hanbosee pacnpocTpaHeHHble n3oTonbl. Puc. 5 - Macc-cnekTp BelwecTBa CO BpEMEHEM
Bbixoaa 10.04 Kak BnaHoO n3 macc-cnekTtpa (Punc.5),B HeM Tak e HabnogaeTcs
MaIONHTEHCUBHbLIA M+. NOH MOJIEKY bl CO CTPYKTYPOWN 2-XN0p3TUA(2-xn0p3Tnn)(4-
xnopgeHunn)pochunHaTa. Nuk m/z 265 obycnosneH noHom [M-CI[+. Pa3pbiB P-C cBA3K
B M+. - noHe Beget K MoHy [M-C2H4CI[+ m/z 237. CnocobHocTb 3chupos P(lll) K
camousomepusaunm onmcaHa paHee KabayHmnkom[3]. N3 cnekTpa BUAHO, 4TO
HanboNbLWy NHTEHCUBHOCTb UMeeT NUK M/z 175 noHa (4-xnopderHunn) (rmnapokcu)
OKCO(hOCHOHNEBOWN CTPYKTYPbI, @ TaK XXe NPUCYTCTBYIOT MUK MOHOB C aHaIorN4YHbIMU
cTpykTypamu: [M-C8HIOCI2P[+ m/z 63; [M-C4H8CI202P[+ m/z 111 u T.4. 2TO
Mo3BOJISET cAeslaTb BbIBOA O CXOXKECTU nyTen hparMeHTaumm 3TON MONEKY bl C
obcy>xaeHHon Hamu Bbile. Puc. 6 - Macc-cnekTp BewecTBa CO BpEMEHEM BbiXO4a
10.30 aHHbI XpoMaTorpadudeckmm nnk (Pnc.6) oTHOCUTCSA K MOJsIeKyle 3TUOBOIro
acpupa 4-xnopatokcn(4-xnopdocdhopunn)yKCycHOM KNCaoTbl. Mk m/z 289 obycnosneH
NoHoM [M- CI[+. OTAn4Ymem gaHHOW MONEKY bl OT 0B6CY )X AEHHbLIX BbilLE ABASETCS
Hann4me CNoXXHOI(UPHOro oparMeHTa YKCYCHOW KNCOThbl, KOTOPbIN BEAET K
obpa3zoBaHUo MoH M/z 237 no cxeme: CTOUT OTMETUTb, MUKN M+. - NOHOB MOJIEKY N C
R=Cl| Mano nHTeHcnBHsbI; a 4N R=H oHn BoobuLe OTCYTCTBYIOT, HO OJ19 MONIEKY C
R=Me2N OoHM NpoaBAAOT caMyto BObLUYIO MHTEHCUBHOCTbL B cnekTpe. B Tabn. 1 - 3
npeacTaB/eHo coAep)XaHne KOMMNOHEeHTOB NCCNef0BaHHbIX HAMU peaKLMOHHbIX
cMmecen. Tabnmua 1- JaHHble XpOMaTO-MacC- CNEKTPOMETPUYECKOro nccnegoBaHus
OCHOBHbIX KOMMNOHEHTOB peakLUMOHHbIX cMecun | BpeMsa Bbixoaa (MUH)
CTpykTypHasa/aneMmeHTHasa popmysia m/z M+. - noHa OTHOCUTeNbHOe coaepxaHue, %
18.73 C12H18CI2NO3P 325 9.62 18.87 C12H18CI2NO2P 309 30.25 19.85
C14H21CINO4P 333 60.13 Tabnuua 2 - laHHble XpOMaTO-MacC- CNEKTPOMETPUYECKOro
nccnenoBaHMsA OCHOBHbBIX KOMMOHEHTOB peakLUMOoHHbIX cMecu || Bpems Bbixoga (MuH)
CTpykTypHasa/anemeHTHasa popmysna m/z M+. - noHa OTHoCUTeNbHOe cofdepxaHue, %
9.91 C10H12CI30O3P 316 6.11 10.04 C10H12CI302P 300 9.06 10.30 C12H15CI204P
324 84.83 Tabnunua 3 - [laHHble XPOMaTO-MacC- CMEKTPOMETPUYECKOr0o NCCef0BaHMA
OCHOBHbIX KOMIMOHEHTOB peakuUMOHHbIX cMecn Ill Bpema Bbixoga (MUH)
CTpyKTypHasg/anemeHTHasa opmyna m/z M+. - noHa OTHoCUTeNbHOEe coaep)xaHue, %
9.06 C10H13CI203P 282 2.24 9.14 C10H13CI202P 266 10.29 9.5 C12H16CIO4P 290
87.47 Takum obpa3oM, HamMmun nccneposaHbl MetogomMm XMC B pexxume U peakUNOHHbIe
CMecCH, NoJly4YeHHble B pe3y/ibTaTe B3auMOAeNnCcTBmsA aun-B,B'-x10p3TnioBbixX 3¢hnpos
apUNPOCPOHNCTLIX KUCIOT C 3TUNXI0paLeTaToM. YCTaHOBJ/IEHO CTPOeHMe OCHOBHbIX U
NobOYHbIX MPOAYKTOB peakunm, ndy4eHa nx pparMeHTauma Nnpu 31eKTPOHHON
MOHM3aUWMK . DKCNepuMeHTasibHas 4acTb XpoMaTOo-MacC-CreKkTpoMeTpuyeckoe
nccnepnosaHme nposoannocb Ha npubope DFS Thermo Electron Corporation
(FepmaHung). MeToa MOHM3ALMUN: SNIEKTPOHHbLIN yOoap. DHEPrns NOHU3NPYIOLLKX
3/1eKTPOHOB cocTasnsana 70 3B, TemnepaTypa UCTOYHUKa MoHOB 290°C.



Ncnonb3oBanacb kKanunisapHaa konoHka ID-BPX5, onvHa -50 M, anameTp-0.32 MM,
Ma3-HocuTenb - renmn. ObpaboTka Macc-cnekTpabHbIX AaHHbIX NpoBoAMaacCh C
ncnosb3oBaHMeM nporpammbl «Xcalibur». NMpoba nccnegyemoro obpasua nepen
BBOOOM B Npmnbop pa3soamniacb B XxpoMaTorpapunyeckm 4YncTtomMm AN3TUIOBOM dhMpe B
KOHUeHTpauunm ~ 1% macc. 1. TemnepaTypa nHxxektopa - 280°C, neneHne noTtoka
(split) - 1:20. 2. MNMporpesB KOJIOHKN OCYLLECTB/ISANCA B MPOrPaMMHOM pexume:
HadanbHaa TemnepaTypa - 1202C (1 MUH), cKopoCTb HarpeBa 202C/MUH, KOHeYHas
TemnepaTtypa - 280°C (20 MuH). 3. lOTOK rasa-HoCcUTeENS Yepes KOJIOHKY - 2 MJI/MUH 4.
TemnepaTypa YCTPOMCTBA KOMMYHUKaLUMUN C Macc-cnekTpomeTpoM - 280 2C. 5. Obbem
npobbi 0,1 MK.



