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JI. IL. Kocmauepa, P. ®. AmOapuymosa, E. T'. Muibrpom

K BOHPOCY OB YCTOWYMBOCTU T'ETEPOLMKIIOB
2-AMUWHOBEH30KCA30JIA U 2-AMMHOBEH3VMIJA30JIA
B PEAKIHIX C INPOIIMJIEHOKCHAOM

TIpu B3aUMORENCTBUM 2-aMMHOOEH30KCA30da ¢ HPONMMIEHOKCUNOM B IIPOTOHHBIX
PACTBOPUTENSX HAPHLY C QIKWIMPOBAHMEM [IPOUCXOIUT PACKPBHITHE TeTepOIMKIa. B
AHANOIWUHBIX YCIOBUSX B CIyIae 2-aMUHOOEH3UMMAA30J1a MMEST MECTO TONBKO AJTKIMITH-
posasue. COCTABBI PEAXKIMOHHBIX CMECEH M JUHAMUK2 00Pa30BaHMS IPOAYKTOB PEAKI{HIL
M3yYEHBI MACC-CIEKTPOMETPHYECK UM METOTOM.

KUrro4erkie CJI0Ba: 2-aMUHOGEH3UMUIA30], 2-aMHUHOOEH30KCA30I, IPONMICHOKCHE,
ANKMIMPOBAHUE, MACC-CIEKTPBI, PACKPBITHE FETEPOIUKIIA.

Panmee mamuz Gbuia OOHApYXEHA HOBAS PEAKOUY B PSAY IETCPONMUKINIECKUX
aMPHOR — paCIelVIeHne TEeTEpOIMKIa mox aedcrsueMm okcmpamos [1—3]1 C
HEeAbI0 paCIEpeHdd TPAHUI] STOM peaknwms, a TAKXKe W3YUEHHS MOyTeH
tpancchopmanmm 2-aMrHEOOeH30KCca3oma (1) ¥ ero MpoM3BORHEIX B PEAKHHESX C
OKCHPAHAMM MBI HCCASTOBATHN B3aUMOAEHCTBUE COEAWHEHMT 1 ¢ NpOnMICHOKCH-
IOM B TIPOTOHONOHOPHHEIX pacteopureigx. Caemyer OTMETHTb, YTO JO CHX IOp
peaknuy 2-aMEHOOEH30KCA30/I0B C OKCHPAHAMM He ORUIR M3YUCHEL B pesymerare
BHUICPXWBAHAY aMuHA 1 C NITHKPATHBIM MOJHHBIM W30BITKOM OKCHpaHa B
meragone npu 20—25 °C uepes 5—24 cyr obpasyercd CIOXHAS CMECH,
comepXxamas Kak NPOOYKTH aJIKWIMPOBAHAY TeTepolMKnaa 2a—cC, TaKk X
OPOXYKTHL PACIICIUICHMS OKCA30JBHOIO NHKJd — TIWAPOKCANPONFIBHEC
HpOM3BOTHBIE o-aMuHOPer0NA 3a,b 1 3- (B-ruxpPOKCAIPOIILL) -5-METHIOKCa30/M-
naa-2-o8 (4).
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2aR=H, b R=CHCH(OH)Me, ¢ R=CH2CH(Me) OCH2CH(CH)Me;
3a R=H, R = CH,CH(OH)Me; b R =R! = CHCH(OH) Me

KauecTBeHHBIN COCTAB PEAKTMMOHHBIX CMECEH yCTAHABIWBAIA HA OCHOBAHWK
PE3YJNBTATOB MACC-CIIEKTPOMETPHN BTOPHYHBIX MOHOB C MCIIOIb30BAHMEM XHUIKHX
marpun (LSIMS) 6Ges pasmencHUS HA OTAEHHHBIC KOMIIOHEHTHL. Coennuenne 4
6BUI0 paHee BHIAEICHO B PEAKIWHM 2-aMUHOOCH30THA30Ja C MPOMMICHOKCUAOM
[2]. B cmexTpax mOJAyUYEBHBIX CMeceil O0HADYKCHB MHTCHCHBHBIE WKW MOHOB
M +H ]+, KOTOphie OBIM OTHECEHH K COSOWHEHHSM 2—4 N0 aHAJOTHH C
HPOIYKTAME B3aMMONEHCTBUS HE3AMELICHHOTO 2-aMrHOOEH30THA30/1a C TIPONH-
JICHOKCHOM. DTO OTHECEHME TOATBEPXKACHO MACC-CHEKTPOMETPHYECKUM ONIPEAe-
JICHWEM D2JIEMEHTHOIO COCTaBa MOHOB. KpOME YKa3aHHEIX IPOXYKTOB B CICKTPAX
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PEAKUHOHHBIX CMECEH 3aPETUCTPHPOBAHE HEMICHTH(OWIMPOBAHHEIE IAKU HOHOB
¢ m/z 217 (snementaei coctas CroH2iN203) u 321 (omeMenTHBHT COCTa®
C15H31NOg) BeBBICOKOM HATCHCABHOCTH.

OcBoBHBasACh HA TOM, UTO B CIyYae aHANOTMYHEX HPOAYKTOB B3aMMONEHCT-
BHS 2-aMHHODEH3I0THA30Aa C IPONIIEHOKCHIOM 110 U3MECHCHHIO OTHOCHTEIBHOR
WHTEHCUBHOCTH IIAKOB MOEOB [M + H] B CHEKTPAX PEAKMUAOHHBIX CMECEU MOXHO
CYIUThF O HAKOIICHHE MM YMEHBINEHWH COOCPXAHWI COOTBETCTBYIOLTHX MM
IPOXYKTOB (KpOMe OKCA30JMOOHA 4), M H3YUWiM MEHAMEKY O0pazoBaHud
coemumenmii 2—3. Kak BumHO M3 Taliwnbl, HEpBOHAYAIBGHO B PEAKITMOHHON
CMECH IPHUCYTCTBYIOT, TIABHBIM 00pa30M, MPOAYKTH MPOCTOTO aMKHANPOBAHHS
2a—c, OpUUeM CO BPEMEHEM YBCAWUABACTCS NOJIS IPOXYKTA 2C, COREPKAINETO
TPH OCTATKA OKCHPAHA, HO yXKe uepes 24 CyT B PeakUOHHOM CMeCH MpeodaamaroT
OPOAYKTH packpeTusg rerepomukiaa 3a,b. Ilpm mmmressHOM BHECDXWBAHAHA
(180 cy1) B peaxmmomHON cMmecu dhaKTHUECKH (PUKCHPYETCS TOABKO TPHIAAPOK-
CHTIPOIII3aMEIeHHbIN o-amuHodenon 3b.

Amanornugele MO KAYECTECHHOMY COCTABY NPOAYKTOB pPE3yJbTATHI ObLIA
[IOJIyYEHBL B CJIyYae B3aMMOAEUCTBHS 2-aMuHOOEH30KCA30/14 C MPOMIIEHOKCHAOM
B wmanepure. OOHAKO [OUHAMWMKA HAKOIUICHMS IPOXYKTOB ObUIA HMHOM: B
JIMIEPUHE = OpONecC pACHICIUICHHS NPOTEKAeT HAMHOIO HWHTEHCHUBHEE, W
ANKAAAPOBAHHBIN o-ammuO(peHON 3b (mKcupyeTcd paHpie IKWIHPOBAHHBIX
aMIHODEH30KEA30I0B 2a—C (Tabm.).

OTHOCHTENbHBIE MHTCHCHUBHOCTH IIHKOB MOHOB [M + H]+ coeqmHERMH 2—3
B CIEXTPax BTOPHYHLIX HOHOB PEaKUMOHHBIX CMecel

TIpoROmKE- WureHcusrocTh (1), %
P | e [, 2 2 s 2
eyT (C10H12N20y, | (C13H18N303, | (C16H24N204, | (C12H19NO3, | (C15H5NO,,
m/z 193) m/z 251) m/z 309) m/z 226) m/z 284)
- MeraHon 5 25 100 95 3 9
Tnunepus 5 — 1 — — 100
Merasoa 12 9 52 100 23 55
Cnuneprs 12 1 70 13 10 100
Meranon 19 4 25 67 23 100
iunepun 19 — 3 7 4 100
MeTanoa 24 1 25 66 24 100
~ Tnuepus , 24 —_ — 6 2 100
Meraxos 180 —_ — — 1 100

CpasHeHHUE HOBENCHAS 2-aMAHOGEH30KCA301a ¥ 2-amuHober30Tras0ma [21 8
PEAKIHA C MPOIMICHOKCHAOM TOKA3HBAET, YTO W B METAHOJE, ¥ B IIMICDPUHE
PackpeITHE OKCA30JIbHOTO THWKJI4 TPOTeKaeT ropasgo sddexTusHEee, uveM
TrHa30apHoro. KpoMe Toro, B cryuae 2-aMuBOOEH30THAZ0IA TPYIHO OBLIO CKa3aTh,
TIONBEPraeTcs Jim PpACIICIUICHUI0 OH ¢aM  Wi¥ TOJNBKO TPOOYKTH  ET0
ANKWIMPOBAHKS, TaK KaK, BO-IIEPBHIX, BHAUAJIE Peohiafaiu IPOTYKTHL IPOCTOr0
AJKUAUPOBAHKS 2-aMUHOGEH30THA30/1a, & THIPOKCANPOMIIPOU3BONHEE 0-aMHA-
potmoperona  (PUKCHPOBANMCE B HEQONMBIIMX KOJNWYECTBAX, BO-BTOPHIX,
2- (oEuMeTIIaMuE0) OEE30THAZ0/I, B OTJIMYAE OT M3OMEPHOIO 2-METHMIVMMHO-3-
METUIOCH30TAA30IMHA, HE [HONBCPraeTcd pACIielUICHWIO B METaHOJBHOM
PacTBOPE MPOMUICHOKCHAE [3], T. €. paCIEISiOTca CKOpee MMUEOOEH3THAZ0II-
HOBHIEC COcAmHEHHT. UTO Xe Kacaercd 2-aMMHOOEH30KCa30/a, TO OOHAPYyXeHWe
yepes 5 CyT B MACC-CHEKTpE IIVICPWHOBOIO PACTBOpA mWKa coenuHCHWI 3D c
vaTeHCHBHOCTRI0 1009, npu OpakTHYECKOM OTCYTCTBMM TIMKOB IIPOXYKTOB
AIKATAPOBAHAS 2a—C TOBOPDHT O TOM, YTO pACOIEIVICHUIO IIOOBEPIacTcs
TETEPOIMKI CaMOTO 2-aMIHOOEH30KCa3074.
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B agamorauEsIx yCroBHsx OhU1a TPOBEIEHA peakmns 2-aMuHOOEH3MMEA30/1a
C IPOHMJICHOKCHAOM. AHAMM3 peaknuonsaoi cMmecr meTogoM LSIMS uepes 24, 60
m 180 cyr mokasan OTCyTCTBME NUKOB MOHOB [M + H]+ IPEAHOIATAEMBIX
TPOAYKTOB PACHIEIICHAS OCH3NMANA30IbHOTO KA, T. €. THIPOKCUIPOIFIBHEIX
IpomsBONHEX o-(permnengmamuna ¢ m/z 225, 283, 341 m 399, a Taxxe
okcasompora 4 ¢ m/z 160. B Macc-CuexkTpe peakIMOHHOM CMecH Onutd
3a(pUKCAPOBAHE JIMIOh OHKYW HOHOB [M + HT IPONYKTOB AJIKVIAPOBAHUSI
FETEPONMKIIA, MONEKYIbI KOTOPHIX COAEPXAT ONUH, ABA, TPH M YETHIPE OCTATKA
C3H70 cm/z 192 (12%), 250 (45%,), 308 (100%) = 366 (18%) COOTBETCTBEHHO
(IpUBeIeHa MHTCHCHBHOCTH HHUKOB MOHOB IPH HPOXO/LKMTEIBHOCTY B3aUMOAEH-
creug 180 cyr). OTMeyeHH TakXe CHEABI COCAMHEHWS, COACPXAMETO IISITh
YKa3aHHEIX OCTATKOB.

Takam o0pasoM, B OTIEYHEE OT 2-aMWHOOEH30KCA307a -~ ETEPOMBKIL
2-aMuHOOEH3MMMAA30JIda HE [OABEPraeTcd pACHCIUICHHIO B DEaknwm C
MPOTHIEHOKCHAOM.

SKCIHEPHMEHTAJIbHAS 9ACTH

Macc—cnex'rpm perucTpuposasm Ha npubope MX-1310 ¢ uCnoab30BaHMEM CHCTEMBI IPSIMOTO BEOAA
npobst CBII-5, TeMnepaTypa MOHU3AMHMOHHON KaMepst 1 50—170 °C, reMrepaTypa aMuyJ/isl Harpesare-
as 80—130 °C, uomusupyomee Hanpsoxeaue 70 5B, Tok komrexTopa 60 MrA. s perucrpanuu
CIIEKTPOB BTOPUYHBIX MOHOB UCIIOIB30BAIY UCTOTHMK HOHOR LSIMS, sHeprus myuxa yCKOPeHHBIX MOHOB
Cs' 7 k3B, yckopsaroniee Hanpspkenue 5 xB. O6pasust AUCOEPTHPOBAIM B INUIEPHHE Y HAHOCHUIM HA
CTAJBHY) MUIIEHb IIPSIMOTO BBOAA TIPO0bL. BpyTTO-COCTAB MONEKYISPHLIX MOHOB YCTAHOBJIEH Ha OCHO-
BAHMM MACC-CIICKTPOB BBICOKOIO Pa3PEHiCHMSI.

HPicxomnbiii 2-aMuH00eH30KCca30% GBU1 CUMTE3MPOBAH 110 METORMKE paboTsr [4].

B3aumoneicTene 2-aMuaso0eH30KCA302 WK 2-aMHHO0e H3AMARA30JIa ¢ HPOIUIEHOKCHTOM. K
pacteopy 1.3 r (10 mmomnp) wm 1.18 r (10 mmoms) amunobeHsuMumpasona B 10 mMu pacrsopuresst
nobasmgior 2.9 v (50 MMOIB) HPONMUIEHOKCHAR, HOXYUESHHYIO CMECh BBIICDXMBAIOT IIPU XOMHATHOM
TEMOEPATYDPE, NEPUOAMIECKM BCTPsIxuBas. Jlasee MeTaHON ¥ M30BITOK MPONMJICHOKCHAA YIAPHBAIOT,
OCTATOX 2aHAJIM3UPYIOT MACC-CHEKTPOMETPUUECKY. PEAKIMOEHYI0 CMECH B INIMIEPHHE aHATU3UPYIOT 6e3
YAAJICHUS PaCTBOPHTEI.
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