\m‘““m CTaz, ‘
@ﬁ’! \ OBPA30OBAHHE HAYKA H HHHOBAI[HOHHBIE H/EH B MHPE NN
2181-3187

YK 547.854
PEAKIUA AJIKHJIMPOBAHUSA 2-TUOKCO-6-METHWJI IMPUMMU/INH-4-
OHA C C4-Cy AVIKWITAJIOTEHUIAMMU B PA3JIMYHBIX
PACTBOPUTEJIAX

Xamuoynno Hpucooeeuu Hypooees
Camapranockuii 20¢y0apcmeenHvlil MeOUYUHCKULL YHU8epcumem

AHHOTANMA. AJNKWIMPOBAHUE 2-THOKCO-6-METUINMUPUMHUANH-4-0HA MOXKET
JIEUCTBUTENILHO TIPUBOJIUTH K OOpa30BaHUIO MPOAYKTOB N3-alKUIUpPOBaHMS, U
pe3yabTaT MOXKET 3aBUCETh OT YCJIOBUM peakiuu (TakuxX Kak TeMIeparypa,
pacTBOpUTENh) M COOTHOIICHHWS peareHToB. [IpM MCHOIB30BaHUM Pa3TUUYHBIX
ATKUJMPYIOUIMX areHTOB, TAKUX KaK aJKWITaJOT€HUIbl WIHM JPYTUe aTKWINPYIOLIINUEe
peareHThbl, MOXKHO MOTYYUTh Pa3HOOOPa3HbIE MPOU3BOHBIC. Y CJIOBUS PEAKIIUH MOTYT
TaKXe BJIUSATH Ha BRIOOPOUHBIN XapakTep aJKWIUPOBaHUsI, MPUBOAS K 00pa30BaHUIO
KaK MOHOBAJICHTHBIX, TaK M IUBAJIEHTHBIX MTPOTYKTOB

B ornauume ot Metmnnoauaa, METWITO3WIIATA, AJIKWIMPOBAHUE 2-THOKCO-6-
METHI-TUPUMUIUH-4-0Ha ankwiranorenugamu Cs-Co B aOCOTIOTHOM CIIUPTE UIAET C
oOpa3oBanrueM cMecu u3oMepHbIX N* u O - alKUIMpOTyKTOB.

KiroueBble cj10Ba: METWI-, TO3WIAT, AJIKWITAJOT€HU], METUIUOAN, U30MED,
reTepoaToM, aHHOH.

BBenenne. Peakuus aikuivupoBaHUsi 2-THOKCONMUPUMUIINH-4-OHOB, KaK U B
ciy4dae 2-OKCOMUPUMUANH-40HOB, UJIET B pa3HbIX HanpaBiaeHusX [1]. IMeroTcs Takxke
pasnuyuMs B HAMPaBICHWU PEAKIUU MEXIY OSTHUMH JBYMS CHCTEMaMU. OTO
OOYCJIOBIIEHO Pa3JIMYHON 3JIEKTPOOTPUIIATEIHFHOCTHIO aTOMOB KHCJIOpPOAAa U CEPHI,
XOTs aHUOHBI 2-THOKCO-6-METHIMMPUMHAINH-4-0Ha UMEET TOJUISHTHBIN XapakTep.
OTpuratenbHbIN 3apsij] B HUX JEIOKAIM30BaH OT aTOMa KHCIOpOa B CTOPOHY JAPYTHX
rerepoatomos [1, 2].

CymiecTBoBaHNE aHUOHA 2-THOKCO-O-METHINMUPUMHUANH-4-0HA B yKa3aHHBIX
BbIie ¢opmax OBUIO TOATBEPKICHO CpaBHHUTENbHBIM m3yueHuem WK-cnektpos
HEeWTpabHOW MOJIeKyIbl U e€ HaTtpueBoit comu (Me* = Na*). B ciiyuae conum monoca
MOTJIONIEHUSI KapOOHUIIBHOM TPYIIIBI UCXOJIHOTO coequHenus npu 1680cm™ ncuesaer,
YTO YKa3bIBAE€T Ha KOOPJMHALIMIO METaia ¢ aTOMOM Kuciiopoja [2].

Leabw maHHOTO HCCIEAOBaHUS OBUIO M3YYCHHE AIKWIMPOBAHUS 2-THOKCO-6-
METWINMHUPUMUIUH-4-0Ha ankuiaranorenuaamu Ca-Co.

Marepuasa u MeTOIBI.

OO6mass MeToauKa peakuil aJKHJIHPOBAHUS 2-THOKCO-0-METHIMUPUMUINH-4-
oHa ankuiranoreHunaMu C4-Cq B pa3IMUHBIX PACTBOPUTEISX.
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DxcnepuMmenTanbHas yacTh. MK-ciekTpel cHATHI Ha criekTpodoTromerpe UR-20 B
tabnerkax KBr u na mpu6ope PERKIN ELMER System 2000 FT-IR, macc-ciekTpsr -
Ha crnekrpodoromerpe MX-13 03, MX1321, MX- 1310 um xpomaromacc-
cnexktpomerpe MS25RS, cniektpel [IMP- Ha npuoope INM-4H-100 u Tesla BS- 567A
(BHyTpeHHbI ctangapt - TMC, ITMJIC, mkana o). 3uauenuss Rf ompeznenensl Ha
wiactuakax "Silufol" UV-254(YCCP). [IposiBuTeNb: mapbl HOJA.

PactBopurenu (aueronutpuin, coupt, MDA, JIMCO) ouumieHsl u
a0COJIFOTUPOBAHBI 10 CTaHAAPTHOM MeTOoJuKe. 2-THOKCO-6-MeTUIMUPUMUIUH-4- OH
NOJIyYEH U3 3THJIALETaTa U THOMOYEBUHBI 10 METO/IUKE.

B Tpexropnyioo kon0y, CHa0XEHHYIO KamlelbHONW BOPOHKOM, MEXaHUYeCKOM
MEIIaIKOW U OOpaTHBIM XOJIOJUIBHUKOM C XJOPKaJIbIMEBOM TPYyOKOH MOMEIIA0T
2,5MMona  2-THOKCO-6- MeTunnupuMmuana4-oHa, pactBopsitor B 10mm  alc.
pactBopuTtens, gobasistor 0,06r (2,5mMmons) ruapuaa Hatpus win 0,14r (2,5MMoIb)
enkoro kamu u 2,5mmonb C4-C9  ankunupyromiero areHta B 2MII TOTO Ke
pactBopurensi. Peakuuio mnpoBoasT B TeueHue 24 yacoB (IIpU  KOMHATHOM
TeMIepaType) Win 4 yaca Ha KUISILIENd BOJSHON O0aHe. PeakIIMOHHYIO0 CMECh pa3arator
50MJ1 XOJIOJTHOM BOJIbI, 0OpPa30BaBIIMNCS 0CaO0K OTHUIBTPOBBIBAIOT. B Tex ciydasx,
Koraa ocaaok He Bbmagaer npoaykr Ca- Co  amKWIMPOBAaHUS — W3BJIEKAKOT
xjiopoopmom, cymat Haja 0e3BOHBIM Cylb(aToM HaTpus. PacTBOpuTeNbh OTTOHSIOT,
OCTaTOK NPOMBIBAIOT 3pupoM. COOTHOIIEHHE aJKWI MPOAYKTOB OMPEAENSIOT
meronom I IMP- ciektpockonunu.

2-H-Bymunmuo-6-memunnupumuoun-4-oun (3)

T. mn.— 318-320-°C (rekcan). UK-cniektp: 1664 (v=CO), 1567 (v=C=N).

2-H30-0ymunmuo-6-memunnupumuoun-4-on (5)

T. mn. =238-240°C (rekcan). UK-cniektp: 1702 (v=CO), 1600 (v C=C) , 1608 (vC=N).

2-n-Ilenmunmuo-6-wemunnupumuoun-4-on (6)

T. mn. =278-281°C (rexcan). UK-cnektp: 1642 (v=CO), 1542 (v C=C).

2- I'excunmuo-6-memunnupumuoun-4-ou (7)

T. mn. =282-284°C (rexcan). UK-cnektp: 1606 (v=CO) , 1508 (v C=C).

OO0cy:xknenue. Peaknus maer mIajko NpHU COOTHOIIEHWM peareHToB 1:1 mpwu
KOMHATHOM TeMITepaType U JaeT 2-alKIITHO-0-MeTHIMTUPUMHUIHH-4-0HbBI C BEIXOJaMHU
30-79% [1,4].

R'=H-C4H9(3); BT-C4H9 (4); u30-C4H9 (5); u-C5H11 (6); u-C6H13 (7); H-
C7H1S5 (8); uH-CgHa7 (9); H-CoH19(10).

Hekoropbie (pU3MKO-XUMUYECKHE XAPAKTEPUCTUKH MOJYUEHHBIX COEIUHEHUUN
pUBEACHBI B Ta0uile 1, U3 KOTOPOU BUIIHO, YTO, BBIXOJIBI MPOJAYKTOB PEAKINH, KaK U
B Cllydae 2-OKCO-0-MEeTWINUPUMUANH-4-0Ha MEHSIETCS B 3aBUCUMOCTH OT MPHUPO/IBI
AJKAJIBHOIO OCTAaTKa aJKWINPYIOIIETO areHTa U yXOoAsen X IrpyIbl.
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CtpoeHre  CHHTE3MPOBAHHBIX  COCAUHEHUM  TOIATBEPKACHO  JaHHBIMU
anemeHTHoro ananuza, K-, [IMP-, macc-cnektpoB. B UK-cniektpe coenunaenmii 3-10
UMEIOTCS TOJIOCHI TOTJIOIEHUsT KapOOHWIBHOU Tpyniibl B obnactu 1659-1677 cm',
nosiockl norsomenus mpu 2903-3400 cm-1 xapakrepuszyer VNH. AnkunupoBanue 2-
THOKCO-6-MeTHINMUpUMHUIUH-4-0Ha H-OyTUinopomuaom B [IM®PA, CH3CN npu 20°C
HrenTui-, H-HoHmwmoauaamMu B crpte npu 80°C u 20°C nmpuBOAUT B OCHOBHOM K
00pa30BaHUIO MPOAYKTa N3-3-anKunupoBaHusI. 2-THOKCO-4-HOHMIIOKCH-6-
METWINUPUMHUJIUH ~ 00pa3yercs TOJbKO TMpU  AJIKWIMPOBAHUM  2-THOKCO-6-
METHITTUPUMUINH-4-0Ha H- HOHUJIMOAUAOM B abcomoTHOM criupte npu 20° C, xots
ero nosst He npesbimaer 7%. VIHTepecHO OTMETUTh, YTO HM B OJHOM CJy4yae He
IPOUCXOJIAJIO ATKUIMPOBAHKE Hanbosee nojasipuzyemMoro aroma cepol. Kak B ciydae
2-0KCO-6-MeTWINMUPUMUANH-4-0Ha KOHBEPCHsSI HCXOJHOIO COEIMHEHHUS B IPOAYKT
peakiuu OblIa cpaBHUTENBHO HU3KOM (0T 10% 10 50%).

B cnekrpe IIMP 2-THOkcO-6-MeTHi-3-H-OyTHIMUPUMHUINH-4-0Ha CHUTHAJIBI
METWJICHOBBIX MPOTOHOB YN? paroT Tpurer ¢ ueHtpoMm 3,10 m.ja. a B mpoaykre
QIKWIMPOBAHUSA  2-THOKCO-O-METHIMUPUMHINH-40HAa  H-HOHWIMOAHMIOM  -TIPH
3,12(rpumier  N-CHg3); 6,15 (H-5). Cnekrp IIMP peaknuonHON cMecH IpH
ANKWIMPOBAHUNA H-HOHWJIMOAMIOM COCTOMT M3 JABYX HpOAyKTOB. IlepBblii M3 HUX
(>93%) coOTBETCTBYET MPOIYKTY AKHJIMPOBAaHUS aToMa a3oTa rpu N-3. Pe3oHaHcHas
JVHUA B BUAE Tpuruiera npu 3,15 M.a. oTBe4aeT METWIIEHOBBIM npoTtoHam -CH2.
Bropoii npoaykr coorBerctByer O-HoHMINpou3BogHoMmy(19). Tak, B ero cmekrpe
I[IMP npossnstorcs curHansl npoToHoB O-CHjy- rpynmsl nipu 4,27 (tpurier). OtH
JaHHBIE  TOJIHOCTHIO  TMOATBEPXKAAIOT, YTO  aJKWINpPOBaHHE  2-THOKCO-6-
METHITMPUMUIUHE-4-0Ha uaeT o atromaMm N2 (ocHoBHOM npoaykr) u 04.

ANKUIMpPOBaHUE  2-THOKCO-O-METWINMUPUMUIUH-4-OHA  H-TeNTWI U -
OKTWJIMOJUJAMU B COOTHOLIEHUH peareHToB 1:5 B ciupte i JIM®PA B npucyTcTBUH
€IKOT0 Kajiu JaeT JUAIKWIPOIYKThI-2-H-T€NTHII-,0KTUITHO-3-H-TeNTHII-,-OKTHI-6-
METWI-NIUPUMUIUH-4-0HBbI (20,21).

B UK-cniekTpe coenunenuit 20, 21 HaOII0MaFOTCS MOJIOCH MOTJIONIECHUS B
obnmactu 1677 (vco) cMm-1 , 1636(vc=n) cM-1 U OTCYTCTBYIOT ITOJIOCHI
noriomeHust B oosactu 3100-3300(vINH) cM-1 UCXOIHBIX COETMHEHUM.

B macc-criekTpe ux MpOsBISIOTCS MUKU MOHOB ¢ m/z 338 u 366, oTBeyaronye
MOJIEKYJISIpHBIM MOHaM. B nanpHeimem ¢parmeHranuss M+ uaer ¢ oTwIEIVIEeHUEM
sTriibHOTO paaukana (m/z 309 u 337), -SH ocrarka (M+-305 u 333) u 1. 1. ®parmeHt
C OTLIEIUIEHHEM 33 m/z, 0 BUAUMOMY, SIBJSIETCS PE3YJIbTATOM NEPErpyNIUPOBKHU U
IPHUCYTCTBYET BO BCEX CIIEKTPAX ATKUITHOINUPUMHUINH-4- OHOB.

CpaBHEeHHE TMOJYYEHHBIX  JaHHBIX IO  aJKUJIUPOBAHUIO  2-THOKO-6-
METUINUPUMUINH-4-0Ha  ankwiragorenuaamu  Cs;-C9g  uX  METUIMPOBaHUEM
MOKAa3bIBAET, UTO B CJy4ae IMOCJIENHEro peakuus uaeT mo aromam cepbl, N3 , N1 .

@ https://scientific-jl.org/index.php/obr . 7764% . Boinyck scypnana Ne-55
Yacmov—3 Orxmaope —2024


https://scientific-jl.org/index.php/obr

@”! \ OBPA30BAHHE HAYKA H HHHOBAIJHOHHBIE HJEH B MUPE NN
2181-3187

OnHako BO Bcex cllydasix MpeodiiajaeT NpoayKT S-alKWIUpoBaHus. MeTuinpoBaHue
€ro MOAUCTMM MeTWiIoM uaer mo S u N° mnenrpam. [lpum MeTHIMpoBaHHH
METWITO3WJIATOM 00pa3yercsi cMecb O0OMX NPOJYKTOB, a Takxke 1,6-mumerni-2-
THOKcomupuMuauH-4-on. O6paszoBanne m3omepa N°® 00BAcHsAeTcs combBaTanmei
KaTuoHa pacTtBopureneM. [Ipu alkuiupoBaHuu ke 2-THOKCO-6-MEeTUINUPUMUIUH-4-
oHa H-OyTunopomugom B JIM®DA, CH3CN, H-renTuia-, H-HOHWIMOJUAMHU B CIIUPTE
peakus uaet 1o N3 peakmoHHOMy HEHTPY. Takoe pe3Kkoe pasanuue B HalpaBICHUH
peaklMM yKa3blBaeT HA CYIIECTBEHHYIO pOJb 00beMa aJKUIBHOTO OCTaTKa
AIKWIMPYIOIIEr0 areHra. JTO0 OOBSICHSETCS, MO- BUAMMOMY, TE€M, YTO MPHU STOM
QJIKWIbHAS TPYIINa aTaKyeT N3-IeHTp Kak «OKECTKHIi» areHT.

BoiBoa. OOpazoBaHuE HEKOTOPOTO KOIWYECTBA 2-THOKCO-4-HOHHIIOKCH- 6-
METWJITUPUMUNHA TpU AJIKWIMPOBAHUM €0 HHOHWJIMOIUAOM TakKe OOBSICHIETCS
aTaKOM <«GKECTKOr0» LEHTPA «OKECTKUMY ANKUIUPYIOIIUM areHTOM.

AJKUIMpOBaHUE  2-THOKCO-0-MET'MIMHUPUMUANH-4-0Ha c U30BITKOM
JIKWITAJIOT€HU0B MPUBOJNUT K OOpa30BaHUIO OUC-TIPOJYKTOB, T.€. PEAKIMS HIET C
3aTparMBaHMEM OJHOBPEMEHHO S- U N3HEHTPOB ¢ 00pa3oBaHHMEM 2-aJIKWJITHO- 3-
ATKWIT-6-METHIIMUPUMHUTUH-4-0HOB.
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