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PEAKIUA 2-XJIOP-5-(XJIOPMETH)TUO®PEHA
C BUHUJIOBBIM 390U POM MOHO3TAHOJIAMHWHA

Ilpn ankmimpoBaHWM BHHWIOBOTO 3(GHpa MOHO3TaHOJIAMHHA 2-XJIOp-5-
(xnopmetun)tropenom B stuinoBoM crupre (60—70 °C) oOpasyercs TPOLYKT
Ju3aMenieHust U nepesuHurpoBanust — xinopun N-(2-ruapokcustii)-N,N-Guc(5-
XJIOp-2-THSHWIMETHI)aMMOHNS. AHAIOTHYHAsI PeaKUys B OTCYTCTBHE PacTBO-
putens npotekaeT ¢ obpazoBanueM N-(2-sunmnokcusTun)-N-(5-xmop-2-THeHu-
METHIT)aMHHa.

KinwueBble cj10Ba: BHHWIOBBIA 3(up MOHO3TaHONamuHa, N-(2-BUHMI-
okcuaTii)-N-(5-x710p-2-THeHIMeTIH)amuH, xiopua N-(2-ruapoxcustun)-N,N-
6uc(5-XJ10p-2-THEHUIIMETIIT)aMMOHUSI, 2-XJI0p-5-(XI0pMeTHiI)THO(EH, peaKIiH.

N3BecTHO, YTO KOHACHCAIUS BUHHJIOBOTO 3(pUpa MOHOITAHOJIAMUHA C Opo-
MHUCTBIM MPOMAPTHIIOM MPUBOIUT K 00Pa30BaHHUIO COOTBETCTBYIOIIETO THITPO-
napruiamusa [1].

Hamu ycTaHOBIIEHO, YTO TPH ANKWIHPOBAHUH 2-XJIOP-5-(XIOpPMETHI)-
trodeHoM (1) BuHmIOBOrO 3HUpa MOHOITaHOJIAMUHA (2) B 3TUIOBOM CIHMPTE
npu 60-70 °C oOpasyercss aMMOHHEBAsE COJb 3 — MPOIYKT 3aMELIEHUs allKu-
JUPYIONTMM areHTOM JBYX aTOMOB BOJOpPOJa AMHHOTPYIIBI M IEPEBHUHHU-
JIUPOBAHUS 3THJIOBOTO CHHPTa (B PEaKIMOHHOW CMeCH OOHApy)KEH BHHUII-
STHJIOBBIN dPHP):
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Peakist coenuueHnit 1 1 2 B OTCYTCTBHE PACTBOPHUTEIS TPOTEKAET TPH
50-70 °C ¢ ooOpazoBanuem N-(2-Bunmnokcudtui)-N-(5-xmop-2-TneHmn-
MeTHa)amuHa (4):
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Ilpr SKBUMOJNSIPHOM COOTHOIICHWHM PEAreHTOB peakis He IOXOJHUT JI0
KOHI[a: KoHBepcus xjiopuna 1 cocrasmsier ~50%, a BBIXOABI coennHeHHi 4 1 5,
COOTBETCTBEHHO, 35 u 65%. [lns momHo#t KoHBepcuu xnopuaa 1 HeoOxommm
2—-3-KpaTHBIN U30BITOK aMUHA 2, KOTOPBIA CBS3BIBAET BBIACISIOIIUNACS XIIOPH-
CTBII BoZiopoa. CHHTE3UPOBaHHbBIC COSTUHEHUS 3 U 4 SBISIOTCS OTCHIUAIBEHO
OHMOJIOTUYECKU aKTUBHBIMU BEIICCTBAMH.

SKCHEPUMEHTAJIBHASI YACTb

Crexrpsl IMP *H u *C 3ammcansr va npnGope Bruker DPX-400 (400 MI'm ans ‘H n
100 MI'n s **C), BHyrpenmmit crammapr IMJIC. Macc-CrieKTpsl CHSTHI Ha XPOMATOMACC-
criektpomerpe LKB-2091 ¢ mpsmMbIM BBOJOM oOpasuna B WMCTOYHHK HOHOB mpu 300 °C,
TeMreparypa ucrounrka Honos 230 °C u moHusupylouiee Hanpspkerue 60 3B.

Xaopua N-(2-ruapoxcudtuir)-N,N-6uc(5-x0p-2-tuenuamernna)ammonnst (3). [Tepemenin-
BatoT npu Harpesanuu 10 60-70 °C cmeck 14.4 r (86 mmonb) xmopuma 1 u 7.5 T (86 MMOIIB)
amuHOd(upa 2 B 22-25 Mt stanona. Uepes 6 4 peakMOHHYIO CMECh BBUIMBAIOT B JAUITHIIOBBIH
3¢up. Beinasmme KpUcTalbl OTACIAIOT Ha BopoHke 11loTTa, 3aTeM NpH HarpeBaHUH PACTBOPSIOT
B METaHOJIC U BHOBb IepeocaxatoT s¢upom. ITomyuator 4.84 r (Beixox 31.4%) nponykra 3 B
BHUJIC MOPOIIIKA CEPOBATOrO I[BETA, PACTBOPUMOIO B ITAHOJE M HECKOJIBKO Xyke B Boje. T. ML
175-176 °C. Cniextp SIMP 'H [(CD5),SO], 8, m. ., J (T): 7.27 (2H, 1, J = 4.0, xea 4-H); 7.05
(2H, n, J = 4.0, nBa 3-H); 4.45 (4H, c, nea Het-CH,); 3.77 (2H, 1, CH,0); 3.04 (2H, T,
NH,CCH,). Crrexrp SIMP *C [(CD5),SO], 8, m. 1., J (I'm): 50.76 (Het—-CH,, 1J = 144.1); 52.68
(NCH,CH,, 1J = 141.16); 55.83 (CH,0H, *J = 144.11); 126.5 (Ca); 131.7 (Cz)); 130.37 (Cg));
131.46 (C(y). Macc-cuextp, m/z: 321 [M—HCI]*; 290 [M-HCI-CH,OH]"; 131 [CIC,H,SCH,]".
Haiineno, %: C 40.1; H 3.54; Cl 29.67; N 3.94; S 18.48. C;,H4CI3NOS,. Bsraucneno,%:
C40.16; H 3.91; Cl 29.70; N 3.91; S 17.85. Heopraumyeckuii xmop: Haiimero 10.57%,
BEIUHCIEHO 9.90%.

N-(2-Bunuiaokcudtuii)-N-(5-xa0p-2-Tuennnmeruin)amu  (4). Harpesator cmech 2.8 T
(17 mmorp) xmopuaa 1 u 3.8 T (45 mMmonb) amuHO3Gupa 2 6e3 pactBoputens npu 65-70 °C B
teyeHue 8 4. [locie oXJIaXICHUS PEaKIUOHHYIO CMECh 00pabaThIBalOT BOAOH IS paCTBOPEHHS
comt 5. OpraHuyuecKyl0 Maccy SKCTparupyroT 3¢upoM u auxiopmeranoM. OObeTMHEHHBIH
sKkcTpakT BeicymuBaoT Hag CaCl,, ynapusarot, octaTok meperoHstor B Bakyyme. [Tomywator 2.1 1
(BBxox 57%) mpomykra 4. T. kum. 140-141 °C (4 mm pr. ct.), np® 1.5405. Crexrp SIMP 'H
(CDCly), &, M. 1., J (Tw): 1.90 (1H, ¢, NH); 2.81 (2H, T, *Jciochz = 5.3, NCH,CH,,); 3.87 (2H, x,
YJnchoc—ch = 0.9, N-CH,—Het); 3.74 (2H, T, 3Jnchzchzo = 5.3, CH,0); 3.98 (1H, a. n, 1H,
‘=68, yuc-Hcpp); 4.16 (1H, n. 1, 2 = 14.6, mpanc-Hecp); 643 (1H, n. 1, “,,. = 6.8,
“Jppane = 14.6, =CH); 6.64 (1H, 1. 7, *J3 4 = 3.7, “Jc=ccron = 0.9, 3-H); 6.69 (1H, 1, J4 3= 3.7, 4-
H). Cnextp SIMP *C (CDCIy), 8, m. 1. 86.73 (=CH,), 151.56 (=CH), 67.22 (CH,0), 47.56
(NCH,CH,), 48.50 (Het-CH,N), 143.46 (C(y), 123.81 (C), 12549 (Cy), 128.32 (C)
Haiineno: C 49.60; H5.55; Cl 16.57; N 6.23; S 14.53. CgH;,CINOS. Brruncneno: C 49.65;
H5.51; Cl 16.32; N 6.43; S 14.71.
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Xnopua (2-BuHWIOKcHITHI)aMMoHu (5). CmemuBaroT 4.2 r (25 mmons) xnopuga 1 u 2.2 v
(25 mmonb) amuHO3(Hpa 2 Ge3 pactBoputens. Peakims uuper ¢ camopasorpesom 10 50 °C u
3aKkaH4YuBaeTcs 3a 6 4. OOpa3yroIyIocs CTEKIOBUAHYIO MAcCy 3aMBAlOT AUITUIIOBBIM (HUPOM.
ITpu cTossHUYM BHINAJAIOT CBETI0-0eXKEBbIE KPUCTAIIbI, ONMy4atoT 2 T (BeIXox 65%) comu 5, T. M.
40-41 °C, xopomo pactBopuMoii B Boxe u xnopodopme. Crexrp SIMP ‘H (CDCLy), 8, m. 1.,
J (T): 3.03 (2H, T, *Jepacnz = 5.3, NCH,CH,); 3.90 (2H, T, 3Jcppcrz = 5.3, CH,0); 4.03 (1H, 1. 1,
‘3 = 6.6, yuc-Hocrp); 4.20 (1H, n. 1, 3 = 14.3, mpanc-Hecpp); 6.49 (1H, m. 1, *J,.. = 6.6,
“Jpane = 14.3, =CH). Crextp SIMP *C (CDCly), 8, m. 1. 88.38 (=CH,); 150.88 (=CH); 63.58
(CH,0); 39.18 (NCH,CH,). B macc-criekTpe MOJEKYJIApPHBIA HOH HE 3aHMKCHPOBAH, UMEIOTCS
ockoaounble MoHbl, M/z: 30 (CH,0), 42 (C,H,0), 61 (NH3;CH,CH,0). Haiineno, %: C 38.79;
H 8.27; Cl1 28.89; N 11.25. C4H;,CINO. Brraucneno,%: C 38.86; H 8.09; Cl 28.74; N 11.33.

Counp 5 HeycTONHUMBa M IPHU CTOSIHUU B TeueHue 8—10 CyT omuiaBisieTcs W MpeBpallaeTcs B
KOpHYHEBOE Maciio. B 3(uUpHOM MaTOYHHKE METOIOM XpOMaTo-Macc-crekrtpomerpud u SMP
0oOHapyXeHbI HellpopearupoBaBLIni Xnopusa 1 u amuH 4.
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