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oHOeHcauusi chopmanbdezauda ¢ rpornax-
K 1,3-0uamuHom 8 3asucuMocmu om

ycrniosuli  npueodum K o0bpa3oeaHuro
oumepa, mpumepa u mempamepa N,N'-6uc-
(MmemuneH)-nponaH-1,3-0uamuHa

CH2=NCH2CH2CH2N=CH2.

Wx cmpoeHue nodmeepxdeHo 'H-SIMP u
Macc-crieKmpomMempu4yeckumu  Memoodamu.
CmpoeHue mempamepa, KpOME  MO2o,
yCmaHOB8IIEHO PEHM2EHOCMPYKMYPHbLIM
aHasu3om.

Macc-creKTpoMeTpruIecKoe H3y4yeHue
NPOAYKTOB KOHJEHcAruu (opManpaeruaa ¢
nponas-1,3-1uaMMHOM  MOKas3ajio, 4YTo 3Ta

N
4H2N\/\/NH2 + 8CH,O —> ( >
N

MBI MOXYYWIH 3TOT MPOAYKT C BBIXOJOM
90% myTem npudapieHus napadopmanibaeruia K
npornas-1,3-quamuny u IIPOBEIIN ero
PEHTTEHOCTPYKTYPHOE ~ HM3YyYeHHE,  TOATBEp-
JWBIIIee TIpUNMcanHoe eMy Kpaccurom crpoeHue
(puc. 1).

B Macc-CIeKTpe TeTpamepa 1
HAOJIOMAIOTCST  THMK MOJIEKYJISIPHOTO HOHA
M +1 c m/z 393 (34) cpenHeit
WHTEHCUBHOCTH " VKA WOHOB,
COOTBEeTCTBYIOIUX N,N'-Ouc(METHIICH )IIPOTaH-
1,3-nuamuny ¢ m/z 99 (85), 98 (77), 97 (72),
ero numepy ¢ m/z 197 (79) u tpumepy ¢ m/z
295 (48), 293 (26).

[IpoBenss KoOHAEHCAMIO B BOJAE IIpH
KOMHATHOW TeMIepaType, MbI IOJyYWIN
Tpumep N,N'-Ouc(MmeTwieH)npomnas- 1,3-1u-aMuna,
KOTOpOMY ObljIa pUIKcaHa CTpykTypa (2).
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U3YYEHUE NMPOLUECCA KOHAEHCALIUU

NMPONAH-1,3-AUAMUHA C
®OPMAINBAOENrMAOm

peakuuss B 3aBUCUMOCTH OT YCJIOBHM ee
MIPOBENICHHUST MOXKET MPUBOAUTH K 00pa30BaHUIO
pasHbIX TMPOAYKTOB, MNPEACTABISAIOMINX COOOi
auMmep, Tpumep u terpamep N,N'-Ouc(MeTusieH)-
nponas-1,3-auaMmuna
CHzZNCH2CH2CH2N:CH2.

N3 3mux coenyHeHni B IUTEpaType U3BECTEH
JUIIb  TEeTpamep 1,3,7,9,13,15,19,21
OKTaaaBaHGHTaHI/IKJ'IO-[17.5.1.13’21.17’1319’15]0KT21—
ko3aH (1). On 6bu1 monyyen Kpaccurom [1] ¢
BeixoioM  80% B aumetrwndopmamuae ¢
WCTONIb30BaHWEM (opMalMHa B KauecTBe
HCTOYHHKA (hOopMasbaeTHIA.
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B ero macc-cnekrpe, HaOMIOMAIOTCS MUK

+ v
mora M +1 ¢ m/z295(21) cpenneit
WHTECHCUBHOCTHU u MTUKA HOHOB,
COOTBETCTBYIOIIUX N,N'-Ouc(MeTusieH)-

npomnad -1,3-muamuny ¢ m/z 99 (51), 98 (34),
97 (34) u ero numepy ¢ m/z 197 (28).

Jnst  momyueHus aumepa 3 peaKIHMio
MPOBOJIWIIA B TEKCaHE IPH TEMIepaType He
Boie 40°C.
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3.10c
— 2.70 c

7 N/



6/2006 «Becmnux MUTXT»

B wmacc-criektpe nmumepa 3 HabmomaroTcs
MUK MoJIeKyJsapHoro nona M' + 1 ¢ m/z 197 (16)
CpeaHel  WHTEHCHBHOCTH M THK HOHAa C
m/z 99 (66),  cooTrBeTcTBytommii  N,N'-Ouc-

(metunen)npomnan-1,3-muamMuHy.
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Pucynoxk 1. Monexynspras ctpykrypa (PCA)
Terpamepa N,N'-ouc(MmernieH)nponan-1,3-
JUaMuHa.
JKCNepUMeHTAJIbHAS YaCcTh
1. Crextpsl 'H-IMP HCCIIEAYEMBIX

COCIMHEHWI 3alUCHIBAINCh HA CHEKTPOMETpE
WM-250 (Bruker) mns 2-3% pacTtBopoB B
CDCl;, DMSO-ds wnu D,0O npu gactore 230.13
MTI'n. XuMuyeckue CABUTH NPOTOHOB U3MEPEHEI
[0 OTHOIIEHUIO K BHYTPEHHEMY OJTAJIOHY —
TeTpaMeTUIICUIIaHY.

2. Macc-criekTpsl  ToJydaid Ha mpubope
«Finnigan MRT 90» ¢ npsMbIiM BBOIOM 00Opasiia
B UCTOYHHMK HMOHOB, npu HampsokeHun 5.0 kB,
Toke omuccun karomga 100 MKA, bsHeprum
HOHUBHUPYIONMUX dJekTpoHoB B 70 5B m
Temneparype nonusupytouieit kamepst 200°C. B
KayecTBE CTaHIapTa MHCIOJIb30BaH MepPTOp-
KEPOCHH. Pazpemenue M/AM = 10000.
Temnepatypa cucremsl Hanycka 20°C.

3. OKClepUMEHTANIbHBIA ~ MaTepuan s
KPUCTAJUIOB  MOJY4YeH Ha aBTOMaTHYECKOM
mudpaxtomerpe Enraf-Nonius CAD-4 (MoK,-
U3y4yeHue, rpaduToBBIA MOHOXPOMATOP).

4. Kontponb 3a  XOJOM  peakiuii u
WHAMBUIYAJIbHOCTBIO BEIIECTB OCYIIECTBISIIN
metogoM TCX na muactunax Silufol UV-254.
[IaTHa mposiBIAIM mapaMM MOJAa BO BIIAXKHOU
Kamepe uiu B Y O-cBere.

1,3,7,9,13,15,19,21-OkxTaaa3zaneHTanuKJI0-
[17.5.1.1%1.1751*5okrakozan (1). K 4 wmn
(47 MMoOITB) 1,3-nuamuHONIpOnIaHa npu
SHEPrUYHOM NEPEMENIMBAaHUM NPU KOMHATHOU
Temmneparype B TedeHune 10 MuH mpuOaBIsUH

285t (95 mmonp) mapadopmanmpiaerHaa U
MPOAOIDKAT  TEPEeMENIMBAHUE JI0  ITOJHOTO
pactBopeHust  mapadopmanpaeruia.  3aTem
PEAaKIIMOHHYKD  CMECh  YIapWid, OCTaTOK
NEPEKPUCTAUIM30BAIM U3 M3OIMPOIIIOBOTO
cnupra. [lomyueno 4.2 r (90%) terpamepa (1), T.
wr. 165-166°C, o nut. mandev [1] T. wn. 165—
168°C (u3 Genzona).

Macc-cnektp, m/z (Iom, %): 393 [M+1]"(34),
295 (48), 293 (26), 209 (38), 197 (79), 126 (31),
112 (64), 105 (46), 99 (85), 98 (77), 97 (72),
85(47), 84(47), 83(69), 71(71), 70 (91),
69 (87), 68(75), 59(49), 58(90), 57 (73),
56 (100), 55 (64), 54 (57).

Cnextp 'H-SIMP, §, m.1.: 1.55 ym. c. (4H,
2CCH;C), 2.7 ym. c. (8H, 4NCH,C), 3.10 ymu. c.
(8H, 4NCH:N).

3,3'-Ilponan-1,3-nunaduc(1,3,5-rpuasa-
ounuxi0[3.3.1Juonan) (2). K 8 mi (95 mmoinn)
1,3-qnamunonponana B 30 Mia  BOAB TIpH
SHEPTUYHOM TNEPEMEIINBAHUN TPU KOMHATHOU
Temmneparype B TedeHue 10 MuH mpuOaBIsUH

57t (190 mmonie) mapa-popmanmpaeruga U
OCTaBWIM O TIPEKpalleHus 0Opa3oBaHUS
KPHUCTAJUIOB. Ob6pasoBaBiuiics 0CaJI0K

orunbTpoBasid ¥ Belcymwid. [lomyuunu 7.0 T
(75%) tpumepa (2), T. . 115-116°C. Haiineno,
%: C 61.38; H 10.51; N 28.32. BerunciaeHo s
CsN,yH 0, %: C 61.18; H 10.27; N 28.54.
Macc-ciextp, m/z (I, %): 295 [M+1]" (21),
197 (28), 195(13), 112(20), 99(51), 98 (34),
97 (34), 85(26), 83 (19), 71 (35), 70 (88), 69 (73),
68 (53), 59 (42), 57 (52), 56 (100), 55 (39), 54 (32).
1,3,7,9-TeTpaa3annunK.ﬂo[5.5.1.13’9]-
terpagekan (3). K cycrmemsum 2.85 1r (95
MMOJIb) mapadopmanbaeruaa B 25 MII rekcaHa
npu HYHEPTUYHOM nepeMernBaHuN u
temriepatype He Bbimie 40°C npubawmu 4 mi

(47 wmonw) 1,3-muamuHonponana. Terbiid
TeKCaHOBBIH pacTBop JICKaHTUPOBAJIH,
BBIMABIIMHA ~ TIOCIHE  OXJAKICHHS  OCAI0K
or¢punbrpoBanu. llomyunmm  3.81  (81.5%)

aumepa (3), 1. mr. 130-131°C. Haiineno, %:
C61.38; H 10.51; N 28.32. BrerumcieHo s
CsNyH 0,%: C 61.18; H 10.27; N 28.54.

Macc-cnextp, m/z (Lo, %): 197 [M+1]7(16),
126 (11), 112 (17), 99 (66), 98 (38), 97 (35),
85(36), 83(17), 71(27), 70(89), 69 (65),
68 (44), 58 (14), 57 (38), 56 (100), 55 (24), 54 (39).

Cnextp 'H-SIMP, §, m.1.: 1.55 ym. c. (4H,
2CCH;C), 2.7 ym. c. (8H, 4NCH,C), 3.10 ymu. c.
(8H, 4NCH,N).
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