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IIMCBMA B PEJAKIHIO

HEOBBIYHASA PEAKIUA
N-2-METOKCHUITUJ)-1,2,3,4-TETPAT'HNAPOU3O0OXNHOJINHA
C 3TUWIALETATOM B INPUCYTCTBUHU CUJIUKATEJISA

Knw4eBble cjioBa: TETPAaruipOu30XuHOJINH, TETPAruAPOXHUHOJIMH, STUJIaLETaT, aluInpo-
BaHUC, CUJIUKAreib.

Cunukareinb MOKET HHUIIUUPOBATh pa3uyHble peakuuu [1, 2], uto, ¢ ogHOM
CTOPOHBI, CO3/1a€T TPYIHOCTU NPH BBIJENEHUU BEIIECTB C MOMOUIbIO KOJIO-
HOYHOH Xpomarorpaduu, a C APYroil CTOPOHBI, 3TH PEaKIUH MOTYT OBITH
WCIOJh30BaHbl KaK aJIbTEPHATUBHBIC, & B HEKOTOPHIX CIydYasx, U €IUHCTBEH-
HbI€ METO/Ibl CHHTE3a PA3JINYHBIX COCTUHEHNH.

IIpn pazneneHun Ha CUJIMKareiae A>TUJIALlETaTOM MPOAYKTOB peaKIUU
anKknupoBaHus N-(2-THIPOKCUITHI)TeTparuapon3oxuHoinna (1) Obu1 Bhige-
nen N-(2-auerokcuatuin)-1,2,3,4-terparunponsoxunonus (4) [3].

Hamu ycraHoBieHO, 4TO IpH YBEIMUYEHHM KOJWYECTBA CHUJIMKAremis M Ipo-
JOJDKATENIBHOCTH PEAKIMM BBIXOA aleTara 4 B peaklUuu ainkaHona 1 ¢ 3Tui-
aleTaToM MOKHO JtoBecTd A0 25%.

EtOAc / Silicagel
NCH,CH,OR . NCH,CH,OAc

1,2 4
1 R=H; 2R=Me

AnanmornyHo anermiupyercs N-(2-ruapokcwdTin)-1,2,3,4-TeTparuapoxu-
voymH (5) [3] ¢ oOpa3oBanmeMm arerara 8.

Heoxunanao ObII0 OOHApPYXEHO, YTO METHJIOBBIH 3¢up N-(2-ruapokcu-
atun)-1,2,3,4-TeTparuipon30XuHONMHA 2 [4] Takke IpeBpamiaeTcs B amerar 4
c BeixogoM 25%. Opnaako wmeTwnoBelid 3¢up N-(2-rmapokcudyten)-1,2,3.4-
TETParuAPOXMHONHMHA 6 [4] B peakiuio ¢ STUIIANETATOM HE BCTYTIaeT.

He pearupyror ¢ stunarneratoM W KpeMmHHIconepxkamnie 3¢upsl N-[2-(3'-
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JUMETHITeNTHICHIIMINPONIOKCH )3T |-1,2,3 4-Tetparuaponsoxutonua (3) [3]
u  N-[2-(3'-auMeTniarenTHICHIMINPONIOKCH )3Thi|-1,2,3 ,4-TeTparu ApOX HHOINH

(M 3]

Macc-criekTpsl perucTpuposanuck Ha npudope GC-MS HP6890. Crextpst SIMP 'H u °C
cHATBl Ha crekpomerpe Varian Mercury 200 (200 u 50 MIp coorBerctBenHo) B CDCl;,
BHyTpenHuid cranaapt ['MJIC (8 0.055 m. x.). UK cnekrpsr custel Ha npudope IR Prestige 21
Shimadzu. DOnemeHTHBIH aHamu3 BbimoidHeH Ha anammzatope Carlo Erba 1108. [ns
NpernapaTUBHOI KOJOHOYHOW XpoMmaTtorpaduy MPUMEHSUICS CHIIMKareidb Mapkd (GUPMBI Acros
(0.060-0.220 mm). Mcnons3oBanuck peareHTsl U Matepuaisl Gupm Acros u Aldrich.

AUETWIMPOBAaHHE THAPOKCH- W AJKOKCHITHINPOM3BOAHBIX 1,2,3,4-TeTparuapo(uso)-
XHHOJMHA TWJaneraTom (obmas meroauka). Crupt 1 u 5 wm >¢up 2, 3, 6 u 7 (1 Mmonb)
pactBopsitoT B 10 M 3Tmmamerata W JOOABISIOT CHIMKAreldb B PA3MYHBIX MPOMOPIUAX IO
OTHOLICHUIO K cyOcTpary (B 2.5-, 10- mam 25-xpaTtHOM H30BITKE). CMECh BBIACPKUBAIOT IIPU
KOMHATHOH TemIiiepaTtype B TeueHue 3, 8, 40, 48 wnm 72 4, mepuoaudecku BCTpsxuBas. Criika-
re’b OTQUIBTPOBBIBAIOT, QHIBTPAT AHATU3UPYIOT C IOMOIIBI0 XPOMAaTO-MACC-CIIEKTPOMETPUH 1
YHapuBaloT Ul OHpefeleHHs Macchl ocrartka. Cuimkaredb o0Opa0aThIBAlOT 3TaHOIOM MPH
c1aboM HarpeBaHHH B T€UEHHE 2 4, QUIBTPYIOT, GUIBTPAT aHANUZUPYIOT C TOMOLIBIO XPOMATO-
MacC-CHEKTPOMETPHHU U YIapHUBaIOT JUISl ONPESICHNS] MAcChl OCTaTKa. BBIXOM aIleTHINpOn3BOI-
HOTO PacCYUTHIBAIOT, UCIIONB3Ys JaHHBIE XPOMATO-MACC-CIIEKTPOMETPUH M MacCy BBIIEIEHHBIX
OCTaTKOB.

CormacHO TPOBEACHHBIM HCCICIOBAaHUSAM, IJISI NMPOTEKaHUS PEAKIUH HEeoOXOAMM 3Ha4H-
TENBbHBIA M30BITOK CHIIMKAreNs, Tak mpH 2.5-KpaTHOM H30BITKE M BpeMeHH peakuuu Oonee 40 4
aleTUIMpoBaHue coupTa 1, Kak ¥ ero MeTwioBoro s¢upa 2, He Habmoxaercs. [Ipu yBenuuenun
M30BITKA CUIIMKAresns 0 25-KpaTHOTO 3a TO e BpeMs 00pa3oBaHUE alleTHIIFHOTO MPOU3BOAHOTO
4 mpoTekaeT B 000MX CIydasx ¢ BBIXOJIOM 25%. 3amena mapku cuimkareis Acros Ha Chemapol
IIPU TeX K€ YCIOBHUSX PEaKIMU Ha BBIXOJ MPOIYKTa IIOYTH HE BIMsET. YBEJIMYCHHE BBIXOJA
arerata 8 ¢ yBelnMYeHHEM KOJIHMUYECTBA CHJIMKArelssi HaOIIoJaeTcs U B Ciiydae TeTpariJpOXHHO-
muHOBOTO crupta S. [Ipu ucnonp3oBaHun 25-KpaTHOTO M30BITKA BEIXOA 8 cocTaBmseT 13%.

KonnuectBo obpasyromerocst npoayKTa aleTWIMpoBaHHMsA 4 Kak W3 cnupra 1, Tak U u3
METHJIOBOTO 3(upa 2 BO3pACTaeT C yBEIMUYCHHEM IPOJOJDKUTEIBHOCTH peakiuu. [Ipu yBenu-
YEHUH BpeMeHH 0T 3 10 48 4 BeIX0oz poaykTa 4 u3 cnupra 1 ysenuuusaercs ¢ 6 1o 25%.

N-(2-AueroxcudaTuin)-1,2,3,4-TeTparuApou3oXuHoINH (4) TONydYaroT W3 CcoeAuHEeHus 1
nnu 2. PactBopsitor 1.9 1 coequnenus 2 (10 mmonp) B 100 ma stunnanerata u go6asisior 48 r
cuwnkarend. Cmech BBIICPXKMBAIOT IPH KOMHATHOM Temneparype 48 u. Cunmkareiab OT(QUIb-
TPOBBIBAIOT, (DUIBTPAT yNapuBAIOT [0 MHUHHMAJIBHOIO 00bEMa M XpoMarorpadupyiorT Ha
CHJIMKarene, MoeHT tuianerar. Boyrenstor 0.55 v (25%) coenunenns 4. VK cnextp (ToHKMit
cioit), v, em ' 1739. Cuexrp SAMP 'H, 5, m. & (/, Tm): 2.07 (3H, ¢, CH3); 2.77-2.89 (6H, M,
3,4-CH, + NCH,); 3.70 (2H, c, 1-CH,); 4.28 (2H, T, J = 6.0, OCH,); 7.09-7.14 (4H, M, apoMm.).
Crextp SIMP BC, 8, m. z1.: 21.02 (CHz); 28.81 (C-4); 51.06 (C-1); 59.01 (NCH,); 62.01 (OCH,);
125.62, 126.16, 126.34 (C-6, C-7, C-8); 128.65 (C-5); 134.04, 134.38 (C-9, C-10); 171.05 (C=0).
Macc-criextp (Y, 70 9B), m/z (I, %): 218 [M'-H] (1), 176 [M'=COCH;] (1), 159 [M'—
OCOCH;-H] (10), 146 [M"—~CH,OCOCHj3] (100), 132 [M"—~CH,CH,0COCHj3] (13). Haiineno,
%: C 71.55; H7.78; N 6.38. C{3H7;NO,. Beruucieno, %: C 71.23; H 7.76; N 6.39.

IIpomyxT, nomydeHHbId Hu3 coeauHeHHs 1 1O AaHANOTMYHOW METOAMKE, WICHTHYCH
COEZIMHEHHUIO 4.

N-(2-AneroxcmaTui)-1,2,3,4-rerparuapoxusonns (8) moiaydaror M3 CnHpra S 1O MeETo-
J¥Ke, IpHBEAeHHOI st coemmuenns 4. UK crektp (ToHkwit cioit), v, eM™': 1739. Criektp SIMP
'H, 8, m. 1. (J, T): 1.95 (2H, ™, 3-CH,); 2.07 (3H, ¢, CH3); 2.77 (2H, 1, J = 6.3, 4-CH,); 3.13
(2H, 1, J=6.1, 2-CH,); 3.28 (2H, T, J = 5.8, NCH,); 4.28 (2H, 1, J = 5.8, OCH,); 7.03-7.13 (4H,
M, apoM.). Macc-cniextp (QY, 70 5B ), m/z (I, %): 218 [M'=H] (1), 176 [M'-COCH;] (1), 159
[M"-OCOCH;-H] (6), 146 [M'~CH,0COCH;] (100), 132 [M'~CH,CH,0COCH;] (16).

Asmopul svipascarom Onrazodaprocms dokm. xum. nHayk FO. [lonenucy 3a
nposedeHtblll PUIUKO-XUMULECKUT IKCHEPUMEH.
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