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(57) Cnoco6 nomyuenust 1,2-N,N'-Ouc-amuHorerpamerui-1,2-n,n'-guxnopaudenumruieHa. NsodpereHne

OTHOCHTCS K HOBBIM COCTMHEHHSIM, KOHKPETHO K CIIOCO0Y MOITy4eHHsI HOBOTO OPIaHUYECKOTO COSTNHEHUS
1,2-N,N'-6uc-amunorerpameTii-1,2-n,n"-quxnopaudenmmtuicua (1). Ileapro n300peTeHus ABIsIETCS:
IPOCTBIM CHOCOOOM TMONYYUTh HOBOE OPTaHMYECKOE COCAMHEHHE C OIPENENCHHOW CTPYKTYpOH,
JIOTIOJTHSIOIIEEe OOIIMI KaTalor OpraHHYeCKHX COCOUHEHWH M peakTHBoB. Crnoco® mnomyuenms 1,2-
N,N'-6uc-amunoTeTpamMeTi-1,2-n,n'-quxiopaneHUIdTHICHA BKIIOUACT B ceOsl B3aUMOJCHCTBHS JBYX
KOMIIOHEHTOB B MpUEMIIEMBIX ycioBusx. K cMecu xiopbeHzoma, aumermndopmamuga A00aBISIOT
pactBop NaOH (pH 12). Peaknnonnyto maccy nepememmusatot 7 4 ipu 70°C, B mporiecce nepeMermBanus
HaOJrojaeTcsl M3MEHEHUE LBETa PacTBOpa B CTOPOHY JKENTOro oKpammBaHus U cnaj pH pactBopa 1o
HEWTPaIbHOTO COCTOSIHUS. B KOHIlEe peakiuy peaklMoHHas Cpe/ia PaccIauBacTCsl U Pa3AeisIeTcs Ha JBa
ciost. HmkHUI c10il OTAENsIoT, ynapuBaloT Ha BakyyMe JI0 00pa3oBaHHs yCTOWYMBBIX KPHCTAJLIOB,
KOTOPBIE IPOMBIBAIOT XOJOAHBIM METAHOJIOM M IEePEeKPUCTAIIM3YIOT U3 ropsdyero mMeranona. Ilpogyxr
OTAETSIOT PUIBTPOBAHUEM U CyIIaT Ha BakyyMme. C momombio xpomatorpaduueckux aHamm3oB (bX, TCX,
BDXX) 6p11a onpesiesieHa 4MCTOTa IMOYYEHHOTO MTPOAYKTa M YCTaHOBJIEHO, 4To coeanHenue (1) cocront
U3 JIBYX T€OMETPUYECKHX IHC- U TPAHC-U30MEPOB: BBIXOJ] LIUC- U TPAHC-U30MEPOB cocTapisteT 55,06% u
44,94% c t.ru. 225-227°C n 250-252°C cootBercTBeHHO. CoenmHenue (1) Xopoiro pacTBopseTcs B BOAE.
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N300peTeHne OTHOCUTCS K HOBBIM COCTUHEHUSM, KOHKPETHO K CIIOCO0Y MOTYyYCHHS HOBOT'O OPraHUYeCKO-
ro coemunenus 1,2-N,N'-0uc-amuHOTeTpaMeTII-1,2-n,n"-quxnopaudenmmTiena (1). JlaHHoe coenuHeHUE
SIBIISIETCS HOBBIM HEOTIMCAHHBIM PaHee B HAYYHO-TEXHUIECKOW JTUTEpaType, HEMMEIOIHUM npoToTumna. Ero moiry-
YaloT IMyTeM CHHTe3a U3 AUMETII(HopMaMu/Ia 1 XJI0pOeH30a B MEJ0YHON Cpelie HarpeBaHueM B TeUeHHe 7 9 1o
cxeme:
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OTin4uTeNnbHBIE 0COOCHHOCTH o0pazoBaHus 1,2-N,N'-0uc-amuHOTEeTpame - 1,2-n,n'-quxJiop-

TU(QECHUIAITIIICHA 3aKTF0YAIOTCS B TOM, YTO PEAaKIKs MPOTEKAaeT 0 0COO0MY MEXaHHU3MY, BKITIOYAIONIEMY B ceOs
oOpa3zoBaHUs JABYX MPOMEXYTOYHO-TIEPEXOASAINX HOHHBIX  coeamHeHui:  1,2-N,N'-Ouc-ammHOTETpa-
METHWIDTUICHINOKCUUOHAT HaTpus (A) m Hatpwmii-1,2-N,N'-6uc-amuHoTeTpameTundTIIIeHaoN (B), a mamee ¢
MIEPEX0JIOM B ycTounBoe coenuaenue (1).

[enpro M300peTeHHS SBISETCS TMPOCTHIM CTIOCOO0OM TOTydeHHEe HOBOTO OpraHMYeckoro coemuHeHus (1) ¢
OTIPEJICIIEHHOW CTPYKTYPOH, JTOTIOJTHSIONIETO OOIIMA KaTaJoT OPraHUIECKUX COSTMHEHNN U PEaKTHBOB.

OnwucaHo monydeHue coeanHeHus (1) myreM B3auMOIEHCTBHS XJIOpOEH307a € JTUMETHI(POPMaMHUIOM B
menounoit cpene (NaOH) nmepemermmBanneM B Tedenue 7 4 rpu 70°C. [Ipu nepememmBanny HaOIIOOa€TCS U3-
MEHEHHMs [[BETa PacTBOpa B CTOPOHY KEJITOTO OKpaIIMBaHUS M CHIDKeHHEe pH pacTBOpa 10 HEWTpaibHOTO Co-
CTOSIHMS. B KOHIIe peaknyy peaknnoHHas cpeja pacciaanBaeTcsl U pasjersieTcsl Ha Ba cios. HwkHuii cioit ot-
JICISIOT, YIIAPUBAIOT HA BaKyyMe JI0 00pa30BaHUs YCTOHUMBBIX KPUCTAILIOB, KOTOPBIC (PMIBTPYIOT, IPOMEIBAIOT
Y OYMINAIOT OT IPUMEcEeH XOJIOIHBIM MeTaHosoM. [lomydeHHbIH TpoayKT (1) COOEepKUT 1Ba TEOMETPHUYECKUX
MU30Mepa: IUC- U TPAHC- C Pa3HBIMU BBIXOJAMU M TEMIIEpaTypaMu IUIaBiIeHUs. [IpoayKT XOpOoIIo pacTBOPsIETCS B
BOJIE.

CoenuHeHHEe C MOJOOHBIM CTPOCHHUEM MOXKET 00J1a/1aTh CTEPEOXUMHUUECKON 0COOCHHOCTRIO U KOH(pHTYpa-
[IMOHHON YCTOHYMBOCTHIO, a TAKKE OMOJIOTHUECKON aKTUBHOCTRIO. [IpenMyIiiecTBaMu MpeiIoxKeHHOTO crocoba
SBIISICTCS:

JIOCTYTIHOCT PEareHTOB;

MIPOBEICHUE CHHTE3a B 0€30MacHOi cpesie M OTCYTCTBHE TPUMEHEHHS JISTKOBOCIIIAMEHSIOIIMXCS KHUIKO-
cTel;

TIOBBILIEHUE BBIX0/1a MPOAYKTA 32 CYET CHHTE3a M MPOTOPIIMU PEarupyIolinX BemecTB.

CTpykTypa momydeHHoro coexuuenus (1) moarsepxmaercs Y®-, UK-, SIMP'H, SIMP“C, wmacc-
CIIEKTPOMETPHEH, a TaKKe JIEMEHTHBIMU aHanu3aMu. Ha ¢ur. 1 npuBogsrcs Y @-cnekTpsl JaHHOTO BEIIECTBA.
[Monoca nornomenns B obnacti 194-210 um (cnadsiif) otHocutest kK >C=C< cBs3u. Ilonoca noryomenus B 00-
nactu 218 um (Lge2,64) otHocutcst k C=C-C¢H,4Cl, mornomenue, oTHOCsmeecs Kk 294 HM, OTHOCHTCS K TPYIIIIe
CsH,4Cl, mornomenue B obactu 374 HM N (cBOOOIHOM Tapbl AJIEKTPOHOB aMHHHOTO a30Ta). CIiekTp B o0iacTu
249 u 254 (Lge 0,108-0,109) HM oTHOCHTCS K OCH30JBHBIM SiApaM B IHC- U TpaHC-paclojoxkeHusM. B macc-
criekTpe ((ur. 2) JAHHOTO COCJIMHEHHs TIPHCYTCTBYIOT MHTCHCHBHBIE (hparMentsl m/z: 334(M)', 296[(M-C1)]",
258[M-(2C1)]", 243[M-(CH;2Cl)]", 227[M-(CH;CH;2Cl)]", 209[M-(CH;CH;CH;2C1)]", 195[M-((CH; ),2C1)]",
140[M-((CN),(CHj3 ),2C1)]".

B criextpe SIMP'H (6 M.11.) (hur. 3) HMEIOTCS CHTHAIIBI, OTHOCSILHECS K TIOMIONMIEHHIO IIPOTOHA Tpi: 2.60,
2.74,2.90, 3.10, (mo 3H, T, c), 4.42, 4.66 (H, c B CIC=CH), 8.01, 8.06, 8.12, 8.34 (4H, c).

B SIMP °C m.z1. (pur. 4) HaGmOAI0TCS XUMHUYECKHE CIBUTH SIEp B CiieAyromux obnactsx: ar. C-Cl (151);
C,, G, Cs5,C6 (17091, 171.37, 171.44, 171.87).

B MK-cnekrpax (cM™') (¢ur. 5) momydeHHOro mpoayKTa MMEIOTCS COOTBETCTBYIONIME IMOIOCH! HOITIOMIE-
Hust: 1384 (CHj;), 1654, 1649, 1635 (C=C), 3088, 792, 775 (ar.) 1066, 1047 (ar.C-Cl). ITosmocer normnomienus B
o6macti 1654 1 1649 cM™' OTHOCSTCS K LIHC- U TPAHC-H30MEpaM JaHHOTO coeauueHus (1).

DONEeMEHTHBIN aHaIN3 MPOJIYKTa IMOKA3bIBAET CISAYIONINEe COOTHOIEHHS dJIeMeHTOB, %: C=64,76, H=5,66,
N=8,51.

Paccuurannblie 3HaueHus 1 6pyrro-hopmyiel C, H, N, %: C=64,47, H=5,97, N=8,35.

XpomarorpadhdecKuii aHaNIW3 TPOBOAWIN Ha Xpomatorpadmueckmx mractuakax "Silifol (Yexwus)" u
DRieselgel 60 (Merk) T'epmanms B cucteme HCOOH:CH;COOH:H,O:CH;0H (150:50:300:500) (A),
(C,Hs);N:NH,OH:CH;0H:H,0 (10:10:200:400) (5), CH;COOH:nupuaun:stmwianetar (125:25:20) (B).

[MposiBuTenu: pacTBOpbl HUrMApHHAa M mapbl Woxa. UK-crextpsl cHsimm Ha mpubope SHIMADRUFTIR
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Measurment. Macc-criekTpsI cHsimi Ha npu6ope MALDI-TOF. Crextp SIMP'H nonyummu Ha cnekrpodoToMer-
pe Bruker AM-300 (cootBerctBenno 75,5 m 300 mI'm) B CDCl; BHyTpennuit cranmapt SiMey. DIIeMEHTHBIN
aHaJM3 MPOBOIMIM Ha Tipubope Variomicro CHNS.

C nomompio BOXKX ocymecTsrinm xpoMarorpaduieckoe pasaeeHre uc- u Tpanc-u3omepon 1,2-N,N'-
O6uc-amMmuHOTETpaMeTHII- 1 ,2-n,n'"-quxnopaudenmmTiieHa (¢ur. 6). Mcmonb3oBanue CUCTEMBl paCTBOPUTENICH U3
CF;COOH wu BoIbI TIO3BOJIIET MPOBECTH OBICTpoe (MeHee 6 MHH) M 2P(EKTUBHOE pas/ieleHHe HCCIEIyeMbIX
cMecel BelIecTB Ha IUCc-Uu30Mep ¢ BeIxooM 55,06%, ¢ T.m. 225-227°C u tpaHc-uzomep ¢ Boixoaom 44,94% , ¢
T.101. 250-252°C.

CymHOCTs M300pETeHHS MOACHICTCS CIEAYIONIMMA TIPUMEpPaMH.

IIpumep.

K cmecu 10 mi (11 1) 0,0975 moms xmop6enzoina, 10 M (9,48 1) 0,13 mons aumetun-popmamuaa, modas-
nstot 15 M1 0,6 ©# NaOH (pH 12). Peakunonnyto maccy nepemermBaroT 7 4 ipu 70°C, B mporiecce nepeMeniu-
BaHUs HAOIIOZAaeTCsl M3MEHEHHE [IBETa PacTBOpa B CTOPOHY JKEJITOTO OKpAIMBaHWA M CHIDKeHHEe pH pactBopa
JI0 HEHTPaAJILHOTO COCTOSIHUA. B KOHIIE peakiuy peakIMOHHAas Cpejia paccilanBacTcsl M pa3/iessieTcsl Ha JBa CIIOS.
HwxkHuii crol OTHENsIOT, yrnapuBaroT Ha BaKyyMe J0 OOpa3oBaHMs yCTOHUYMBBIX KpHCTayuIoB. llomydeHHBIH
MPOAYKT MPOMEIBAIOT XOJOJHBIM METAaHOJOM, TIEPEKPUCTAIUTA3YIOT, U3 TOPSYero METaHoNa moxy4arwT 7,630 T
xpomarorpadudaecku yucroro coeaunerus (1) ¢ Beixogom 70,32%. Rf;=0,85, nposiBurens ion (A), Rf,=8,08,
tion (B), Rf3=0,71 #tox (B).

Pacunenenne coequnenus (1) ¢ momormpio BOYKX mpuBesio K BBIIEICHHIO IBYX M€OMETPHUYECKHX IHC- U
TPaHC-H30MEPOB :

v
. @Qﬁ '
(m) Cl HyCs  CH,Cl(n) = CeH, Cl(n')
[ Lo
. 01
N(CH !
jv(o&N(CH;;)z c 120/( 3)2 ()
% )
wac-uzomep coex.(1) TpaHc-u3omep coen.(1)

IMuc-n3omep nomyvaercs ¢ 55,06%-HbIM BBIXOAOM, T.11. 225-227°C, a TpaHC-U30Mep MOIYy4aeTCs C BBIXO-
oM 44,94%, 1. 250-252°C cootBeTcTBeHHO. [lomydennsiii npoaykT (1) xopormo pactBopsiercs B Boae. Kaue-
CTBEHHAs peaKIys Ha JIBOMHYIO CBSI3b:

1) B mpoOupKy HaIMBAIOT HECKONBKO MJI PAaCTBOpa MapraHIOBOro kwcioro kamus (1%), mobaBmsior He-
CKOJIBKO Kamellb CepHOW KHUCIOTHI (KOHIL) W 3-4 MJI BOJHOTO pacTBopa moyrydeHHoro coemuHenws (1). Ilpu
BCTPSXMBAHUH IPOUCXOAUT 00ECIBEUHBAHUE PACTBOPA, IIOATBEPKAAIONIEE IPUCYTCTBUE TBOWHOM CBS3M;

2) B MpoOUPKY HAJTUBAIOT 2 MJI BOJHOTO pacTBopa Mpoaykra (1) u mo KarmisM npubaBisiioT OpOMHYIO BOIY.
IIpoucxomuT obeciiBeunBanye OpoMa, CBUIETEIHCTBYIONIEE O MPUCYTCTBUU JIBOWHON CBSI3H;

3) xadecTBEHHas peakuus Ha MPHCYTCTBHE MOHOB XJiopa. B mpoOupKky HaIMBAIOT 5 MJI BOJHOTO pacTBopa
nponykra (1) u 1 mu pactBopa (4%) a3oTHOKHCIIOTO cepebpa, cpasy e BbIafaeT OeNblii 0CalloK XJIOPHCTOTO
cepeOpa, IpH CTOSTHUM POUCXOUT IIOUYEPHEHNE OCaKa.

OOPMVIIA U30BPETEHUA

Cnioco6 nomydenus 1,2-N,N'-Ouc-amuHOTETpaMeTHII-1,2-n,n'-TuXI0p U eHIIITHIICHA TIyTEM B3aUMOICH-
cTBHs AuMeTmidopMaMuia 1 xsiopoeHsona B meinouHoi cpene (NaOH) npu HarpeBanun npu 70°C B Teuenue 7
Y, TP 3TOM PEaKIHOHHAs CpPeJa PacClauBaeTCs U Pa3lessieTCs Ha JIBa CIIOS, 3aT€M HIDKHUH CIIOW OTHEISIOT,
yIapuBaioT B BaKyyMe I0 00pa30BaHHUsS YCTOMYMBBIX KPHCTAIUIOB, KOTOpPBIE (HIBTPYIOT, IPOMBIBAIOT XOJIOJI-
HBIM METAaHOJIOM U NEPEeKPHUCTAIUTU30BBIBAIOT U3 TOPSUET0 METAHOMA.
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