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BBEJEHUE

Opranudecknue COCIMHCHUS, CEICKTUBHO MEYCH-
HbIe n30TonoM 13C, BocTpe6oBaHbl B pa3IMUYHBIX 001a-
CTSIX COBPEMEHHOM HaykH. J[JIs1 UX CHHTE3a B KaUeCTBE
MCTOYHMKA U30TOMHOM METKH MPUHATO HUCIIONB30BATh
OTHOCHTEIILHO IMPOCThIC BEUIECTBA, BBHIOOP KOTOPBIX
omnpesensercss psaaoM (HaKTOpPOB, B UYHCIO KOTOPBIX
Hapsily CO Crelu(UKOH MPUMEHSIEMBIX XUMHUYSCKHX
OPOLEAYP BXOIAT JOCTYIHOCTh U IieHa pearcHTa. B
9TOM POJIM YACTO BBHICTYMAIOT AUITHII- U JUMETUIIKAP-
6oHat-(kap6onun-13C), ¢ TOMOIIBI0 KOTOPBIX MOXKET
OBITH OCYIIECTBICH MEbI PSIl XUMHYSCKUX Ipe-
BpalieHuid, Takux Kak C-3TOKCMKapOOHUIIMPOBAHHE
KapOaHMOHOB U Ipyrux Hykiaeoduios [1, 2], cunTe3
KeTOHOB [3, 4], TpeTnuHbIX criupToB [5, 6], cuHTE3 re-
TEPOLUKINUECKUX coequHenuit [7—9] u MHOTHX apy-
rux. OJJHaKO yKa3aHHbBIC BBILIC BELIECTBA, HECMOTPS
Ha HPEJCTaBICHHOCTh B Psjie CHELHATN3HPOBAHHBIX
KaTajJoroB, OCTAOTCS MaJONOCTYIHBIMH U BeCbMa
noporumu peareHtamu. Ha ux (oHe npuBiieKaTenbHO
BBIIVISA/ISIT HEOPTaHMUYECKHE COSIMHEH S yriieposia-13,
B 4aCTHOCTH, KapOoHat Gapus-13C.

B xome mpoBoAMMBIX HaMH HCCIIEOBAaHUI B 00-
JIACTH CHHTE3a W OWOMEOUIIMHCKUX MPHIOKESHUN
CTaOMJIBHBIX PAUKAIOB TPUAPHIMETHIBLHOTO psia
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(TAM) [6, 10-13] BO3HHMKJIA HEOOXOAMMOCTH B TIO-
nyyernn TAM-13C 3, MedeHHOro 1Mo LEHTpaTEHOMY
aTtomy yrieposa.

OTMeTHM, 9TO B OCHOBE KOHCTPYHUPOBAHUS 110100~
HBIX coenuHenui [6, 14] nexut peakuus Tutuiiopra-
HUYECKHUX MPOM3BOIHBIX C OC3BOIHBIM JHUAIKUIKAP-
OOHATOM MJIH ANKHIXJIOP(OpMHUATOM BBICOKOH cTere-
HH 9UCTOTHI (cxema 1).

VYKkazaHHBIE OOCTOSITEIIHCTBA OMPEICIWIA Halle-
JIEHHOCTh HACTOSAIICH paboThl Ha MOWCK 3(PQPEKTHB-
HOTO METOJ]a CMHTE3a MEYEHHOTO MO KapOOHMIBHOMN
TpymIe TUalKIIKapOoOHaTa, TPUTOIHOTO IS TOCHe-
ayromiero monydenns pagukata TAM-13C. Meuensrit
KapOoHar Oapust BEIOpaH HAMHU B Ka4€CTBE HCXOHOTO
peareHTa M MCTOYHHKA u30Toma +°C.

PE3VJIbTATBI 1 OBCYXJEHUE

Panee 6611 TipeIokeH moaxon [15] k cuuTesy mu-
strkapGonara-(kap6onun-13C),  mpemmonararomiuii
MoJiydyeHre MeueHou (GopMbl kapOoHara cepedpa 4 ¢
MOoCIIeYIOLIMM TIEPEBOIOM MOJYYSHHOM COJIU B 1ielie-
BOW mpoaykT 5 peakipeit ¢ iogdTaHom (cxema 2). B
3TOM HCCIIEIOBaHUM OBUIO MOKa3aHo, YTO HEOOXOIH-
MBIM yCJIOBHEM ITyOOKOH KoHBepcuu 4 B 5 siBisieTcs
HCTIONIb30BAHUE TETPAdTHIAMMOHHUS HOAWAA B PONU
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Cxema 1. IToxxon k cunresy TAM-13C [6, 14]
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KaTamusaropa, obpasyromerocs in Situ u3 TpUITHI-
amuHa W #omdrana [15]. OmHOBpEeMEHHO MPUMEHH-
TEJILHO K 3TOW PEaKiMu OTMEYaeTCsl MPEANOITHTEb-
HOCTB MCITOIB30Banus quMeTrndopmamuna (JIMDA)
B KauecTBe pacTBopuTesiss. KOHeUHBIH POYKT U3BJIe-
KaeTCsl SKCTPAKIMEH PEaKIIMOHHON CMECH TeKCaHOM.

VYIOBIETBOPUTENHFHO BBICOKHI BBIXOA KapOOHa-
ta 5 cocrasisiin 60-85% na nBe craguu. OgHako ciie-
JyeT OTMETUTB, YTO 3Ta OLIEHKA OTHOCHUTCS K POIYK-
Ty, IPEACTaBICHHOMY B (hOpMe pacTBOpa B IEKCaHe.
DTOT IKCTPAKT COAEPkHUT npumecu [15], B Tom uncine
TpraTIiIaMud U JIM®DA B 3aMeTHBIX KOJIMYECTBAX.
Pazymeercs, ncmonp3oBanne kapOoHara 4 B mpeia-
raeMoM BHJIE BITOJTHE JOMTyCTUMO JJISI MHOTHX XFMH-
YECKUX MPEBPAIIEHHH, OJTHAKO I pacCMaTpHUBaEMO-
ro HaMH Ciiy4as TpeOyeTcsl HajJuuue WHIUBUIYalb-
HOM ()OPMBI JUATHIKApOOHAaTa BBICOKOW YHCTOTHI.

Hama pabGorta 1o ycOBEpIIEHCTBOBAHHMIO OPHIH-
HaIBHOW JUTeparypHoil Metomuku [15] Brirouana
CEpHUI0 MOAETBHBIX HKCTIEPUMEHTOB C HCIIOJIb30BAHH-
€M B Ka4eCTBE UCXOIHOTO pearcHTa HEMEYEHOTo Kap-
Oonara Oapusi. BappupoBaHue yCIOBHI 3KCTPAKIIUU
1 (paKIMOHHOHN MEPEroHKH MOTYYaeMbIX PacTBOPOB
TTO3BOTIIIO M30aBUTHCS OT mpumeceit IM®DA u Tpu-
STUJIIAMHHA, OJHAKO TOCTHUTAEMbIH TPH ITOM BBIXOJ
HeMeueHOW (hOpMBI MHIUBUAYAIBHOTO KapOoHaTra 5
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ObLT HetomycTUMO HU3kuM (12—-15%), npuuem KoHeu-
HBIIl IPOYKT OBUT 3aMETHO 3arpsi3HEH IKCTPAreHTOM.
[TpumeuarenbHO, 4TO aOCOMIOTHO OONBINAst YacTh Iie-
neBoro audTmikapoonara (55-75%) comepskanacsk BO
(bpaxImsax, OTHOCSIIMXCS K MPEABAPUTEIHHO OTIOHSI-
€MOMY TrekcaHy. B 3Toll cBsi3u mpeacTaBisioch pas-
YMHBIM TPEANOIOKNTh, YTO MPUIHMHOW YKa3aHHBIX
3¢ (eKToB, B IEPBYIO OYepe/lb — HU3KUN BBIXO WHIH-
BUIyaJIbHOTO MIPOAYKTA, SIBJSIETCS BBICOKAS JIETY4eCTh
JIUOTHIIKApOOHATa MPH HOPMAIBHOW TeMIepaTrype
kunenus u-rexcana (69°C). IMepexom K IKCTparcH-
TaM C MEHBIIUMH 3HAYCHUSIMH HOPMAJBHOM TeMIie-
paTypbl KUTEHHs MOTCHIIMAIBHO MOT OBl pa3pelinTh
yKa3aHHYIO BBIIIE MPOOJIEMY, OHAKO HAILH OIBITHI C
UCIIOJIb30BAHUEM TIEHTaHa, XJIOPHCTOTO METHJICHA U
JAMATUIIOBOTO 3(Upa HE MPUBEIH K CKOJIBKO-HUOYIH
3HAYMMOMY YBEIHUYCHHUIO BBIXO/IA.

AJTBTepHATUBHBIN MOIXO/ MPEIyCMaTpUBal mepe-
X0/l OT JudTHIKapOoHata (HOpMalbHas TEMIIEpary-
pa kunenust 126°C) x amankuikapOOHaTaM, Xapak-
TEPHU3YIOIINMCSI MEHBIICH JIETYYeCThIO, HAlPUMEP,
nu(n-iporii)kapOoHaty  (HOpMalibHasi — TeMmepa-
typa kunenus 168°C) wmm au(r-OyTuim)kapOoHaTy
(206°C). Hcmomp30oBaHHE CBEIECHHH O 3HAUYECHHSIX
CTAQHJAPTHBIX JHTAJBIMN HCIApeHUs] psa Jauai-
kuikap6onaros [16, 17] mossomwio paccumrarh co-

Cxema 2. Cunres qudtiikap6onara-(kapbonun-+2C) (5) [15]
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Cxema 3. Cunres qu(n-6yrun)kap6onara-(kapbonun-3C) (7)

AgNO3

Bal3CO;
4

OTHOLICHUE JABICHUI WX HACBIIICHHBIX MapOB MPH
Temreparype (pakIMOHHOW OTTOHKH TeKCaHa U3
OuHapHOro pactBopa kapOonar-rexcan (69°C). B
YAaCTHOCTH, B PsAY AMITUIKAPOOHAT, IHU(H-TIPOIIHII)-
kapOoHar u au(n-OyTHi)kapOOHAT OHO COCTABUIIO
24.1:5.0:1. B 3TuX yCIIOBHSX HACBIIICHHBIC MAPbI JTU-
(#-6yTH)kapOOHATAa MIMEIOT BeChbMa HU3KOE JaBJICHNE
(6.15£0.09)x10~% Gap, 9TO MO3BOIAET PACCUHTHI-
BaTh HAa MHOTOKPAaTHOE CHIDKEHHE JOJM KapOoHaTa
B OWHApHOW pPaBHOBECHOW Ta30BOH CMecCH IHall-
KUIIKapOOHAT-TeKCaH MpU  (PAKIHOHHON OTTOHKE
reKcaHa M3 JKCTpakTa M, TeM CaMbIM, Ha MHHHUMH-
3anui0 ToTeph u(H-OyTHia)kapOOHaTa, CHHTE3UPY-
eMOro B KauecTBE LEJEBOr0 MpoAyKTa. B ciyuae
au(H-Tiporin)kapOoOHaTa  JaBJICHUE  HACBIIICHHBIX
napoB npu 69°C OTHOCHTENBEHO BEIUKO U COCTABISET
(3.09£0.08)x1072 Gap, mosToMy oxHmaeMblil SQdeKT
JIOJDKEH OBITh MEHEE BHIPAKCHHBIM.

B CBsI3U C U3I0KECHHBIM MBI HAIICTHIN HACTOSIILYFO
paboty Ha mouck d()(PEKTHBHOW METOIUKH CHHTE3a
mu(r-6yTn)kap6oHaTa, MEUEHHOro M30TomoM 1°C
mo KapOoHWIBHO# Tpyrme (cxema 3). B kauecTBe mc-
XOHOTO HOCHTENS M30TOIMHOW METKH OBbLT BRIOpaH
Ba'3CO; ¢ oGoramenuem 1o m3orony °C Ha ry6uny
99%.

Peanuzauus nepBoi craanu, HalleJIEHHOW HAa CHUH-
Te3 KapOoHaTa 4, 1mokasaja BO3MOKHOCTh OTKa3a OT
MHOTOKPaTHOTO N30BITKA HUTpaTa cepedpa, peKoMeH-
JOBAaHHOTO B OpUTHHAILHON MeTomuke [15], u cBeme-
HUS 3aTPy3KH 3TOTO peareHTa J0 YpOBHs, OIU3KOro K
TpeOOBaHHUIM CTEXHOMETPUH (CM. SKCIIEPUMEHTAIb-
HYIO 9acTh). ITO OBIJIO JOCTUTHYTO COYCTAHUEM Tic-
puoMdecKkoil ynbTpasBykoBoii o6paborkn Bal*COs,
CYCHEHIMPOBAHHOTO B BOJHOM PacTBOpE HUTpara ce-
pebpa, U SHEPrUYHOTO MepeMelIMBaHus ITOH rerepo-
(azHol cucTeMbl. YKa3zaHHBIM MpHUeM 00eCTIeuuT 1Mo-
ny4yeHue kapOoHata 4 ¢ KOJIMYeCTBEHHBIM BbIXOJIOM.

[lonyuyenue kapOonara 7 ObUIO JOCTUTHYTO B pe-
axiuu Agi°CO; ¢ 1-ionGyTaHoM MpH HCTONL30BA-
Huu JIM®DA B kauecTBe paCTBOPUTEIIS B MPUCYTCTBUU
Mek(asHoro karamusaropa (H-OyTHITPHITHIAMMO-
nus Honuma). Tlocneanuii reHepupyercs in Situ us
TpudTHIamMuHa W 1l-fiomOytana (CM. 3KCHepUMEH-
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TaJILHYIO YacTh). BIojHe JOMyCTHMO HCIONIB30BaHNE
MeK(a3HOro KaTajn3aTopa, MPUTOTOBICHHOTO 3apa-
HEE U BHOCUMOIO B PEaKLHUOHHYK) CHUCTEMY B BUJE
WHAMBHUIyAJIbHOW KpUCTAIIIMYECKOM conn. 3aMeHa
TPUATUIIAMHMHA Ha TPUOYTHUIIAMUH HE CKa3bIBaeTCs Ha
BBIXOJIE€ M YUCTOTE OJIy4aeMOro IPOLYKTa, HO COMpO-
BOXKJIA€TCS 3aMETHBIM YBEJIMUEHUEM ITPOAOIIKUTEIb-
HOCTH PEAKIUH.

KoHTpons xoma peaknmy OCYHIECTBISUICS C TIO-
MOIIBIO IEPUOANIECKOTO 0TOOpa Mpod M WX aHAIu-
3a MeronoM [IMP. Tlocnenytomas npoueaypa Bblje-
JICHUsI TIOJTHOCTBIO TOJTBEPINIIA YIIOMSHYTHIC BBIIIC
MIPEANOIOKEHNS O MPEUMYIIECTBE Tepexoaa OT AH-
sTUiKapOoHaTa K mu(n-Oytwin)kapOonary. Tak, mpu
BOJIHOM 00pabOTKe pacTBOpa MPOAYKTa B TEKCaHE ya-
JIOCh TOJMHOCTBIO yhaanuth npumecu IM®DA u tpu-
STHJIAMUHA C MHUHUMAIIBHBIMH TOTEPSIMH IIEJIEBOTO
BemlecTBa. [lanpHeiilnee yaajieHue TeKcaHa — CHaya-
JIa IpY HOPMAJIBHOM, 3aTeM MPH [TOHWKEHHOM JaBlie-
HUH — 1 TIOCJIEAYIOMIAst AUCTHILISLMS TPOLYKTa II03BO-
JUJIM TIONYYUTh paHee He ONMUCAaHHbIA au(H-OyTui)-
kapGonat-(kapbonun-3C) ¢ mpenapaTHBHBIM BBIXO-
nom 88% u COB > 99.5%.

CreneHb U30TOMTHOTO O0OTAICHHUS B IMTOTYYECHHOM
COCTMHCHHH, BBIYMCICHHAS C HCIIOIb30BAaHUEM Me-
TOJIOB Macc-criekrpomerpuu, cocraBuia 98.0+2.1%,
YTO COBIANAET C YPOBHEM OOOTAIECHUS HUCXOIHOTO
Ba'®CO;. Crnemyer oTMeTHTB, UTO OGIIHOCTD XHMH-
YECKHX MPOLECCOB, IPUMEHIEMbIX B CHHTE3¢ MEUCH-
HBIX HM30TOMAaMH yriiepoaa coeaunHenuit [15], mo3so-
JSI€T TPEUIOKUTH BBIIICH3TIOKEHHBI METOH M IS
nonyueHus gy (x#-6yTin)kapoonar-(kapbonun-4C).

[IpoBepka >PPEKTUBHOCTH HCITOIB30BAHMS Kap-
OoHara 7 B OpPraHMYECKOM CHHTE3€ C y4acTHEM Me-
TAJUTOOPTaHUYECKUX COSIUHEHHH ObUla BBIOJHEHA
Ha TIpEMepe TONydeHUWsl TpHapuameTaHoiaa 2, Me-
yeHHOro m30TonoM ‘3C TIO LEHTPATbHOMY aToMy
yriepona. IlepeBon apena 1 [18] B MoHOmuTHUMpO-
BaHHYIO ()OPMY M MOCIEAYIOIIasl Peaklus MOTydeH-
HOTO TMPOU3BOTHOTO ¢ KapOOHATOM 7 TIO3BOJIWIIH T10-
Ty4YHuTh TpUapuameranos 2 ¢ Beixogom 70%. Yucrora
W BBIXOJ] TIOJIyYEHHOTO IMPOJYKTa HE OTIMYAIOTCS OT
XapaKTEPUCTHK HEMEUEHBIX aHAJIOTOB, MOITYyYEHHBIX
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paHee IpH WCIOIB30BAHMK IUATHIKapOoHara [18]
i Metunxiopdopmuara [14] B kauecTBe pearcHTOB.
Ommcanne cuntesa pagukana TAM-13C u ero mpuo-
KeHHi Oy/JIeT TaHO B TIOCIIEYIOIINX Ty OIMKALIUSIX.

OKCIIEPUMEHTAJIBHA S YACTb

Cuextpst SIMP IHu13C pacTBOPOB MHAUBU YA b~
HbIx coenunennit B CDCl; (konnentpamus 5 macc %)
perucTpupoBaiu Ha cnekrpomerpe Bruker AM 400
(®PT) (paboume wacrorsr 400.13 MI'm s H n
100.61 MI'n s 13C) u Bruker DRX 500 (®PI) (pa-
6oune yactorsl 500.13 MI'n mis 1H u 125.77 MI'n
s 13C). B kauecTBe BHYTPEHHHX CTAHIAPTOB IPH
samcu cnextpos SIMP 'H mcrnone3oBanbl ocTaTou-
uele curnansl CHCl; (8 7.26 m.1.), a npu 3anucu
criextpoB SIMP 13C — curnan CDCly (8¢ 77.16 m.1.).
Perucrtparusi Macc-CIIEKTPOB CpEIHEr0 paspeliie-
HUS TIPOBOOMIIACH C TIOMOINBI0 cucTeMbl ['X/MC
Hewlett-Packard 5890/11 (CIIIA), ocHamieHHO# KBa-
JIpPYTONBbHBIM Macc-crekrpomerpom HP MSD 5971.
Perucrpaiusi Macc-ClIeKTPOB BBICOKOTO pa3pelleHust
mpoBeneHa Ha crekTpomerpe DFS Thermo Fisher
Scientific (CIITA) ¢ nonusarueir 06pasioB METOIOM
3JIEKTPOHHOTO yJapa, SHEPT sl HOHU3UPYIOIIHMX JJICK-
tpoHoB 70 3B. Temneparypy riaBiIeHuUs] U3MEPSIIHA HA
HarpeBaTeapHOM cTonuke BOéEtius u He KoppekTHpo-
Banu. Mcnonb3yeMble pacTBOPUTENH KBaTH(DUKAIMH
«U» U KOCY» OYMIIAIH MO CTAHAAPTHBIM METOIUKAM
C TOCIEeNyIoled HX NEepPEeroHKoH. YIBTpa3BYKOBYIO
00pabOTKy pPEaKIIMOHHBIX CMECEH MPOU3BOAMIN B
ynbrpasBykoBoii 6ane Bandelin RK 103 H (®PI).
B pabGoTe uCIOIb30BaHbI KOMMEPUECKHUE PEAKTUBBI
dupm «Aldrich», «Sigma» (CILIA) u «Acros Organics
BVBA» (Benbrus) c¢ uucroroir 98-99%. KapOonar
6apus-13C ¢pupmer Cambridge Isotope Lab (CIIIA)
umen oGoramenue 1o 3C 99%.

Kap6onar cepedpa-13C (4). TTonyden ananorny-
HO Metoauke [15] ¢ M3MEHEHHsAMH, COCTOSBIIMMHU B
YeThIPEXKPATHOM YMEHbBIIICHHH 3arpy3Kd HUTpaTa ce-
pedpa, MOJTHOCTHIO CKOMITEHCHPOBAHHOM YBEITHYCHH-
€M TPOIOIKUTENILHOCTH PEaKMK U NEePUOANIECCKOM
00paboTKOM peakIIMOHHOM CMeCH YIIbTpa3ByKoM. Bce
paboTHI IO cHHTE3y U Heronb3oBanuio Ag23CO; mpo-
BOAWIN B 3alIMIIEHHBIX OT MPSIMOTO COJHEYHOTO U
HCKYCCTBEHHOTO CBETa YCJOBHUSX, YTO OOYCIOBICHO
CBETOYYBCTBHUTEIILHOCTHIO KapboHara cepedpa [15].

B xpymononnyto kondy emkoctsio 100 mi, oGep-
HYTYI0 QJTIOMUHHEBOH (OJBrod M CHAOKEHHYIO A(-
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(heKTUBHBIM MarHUTHBIM siKOpeM, nomemanu 1.98
(10 mmonb) kapGonara-13C Gapus, 5 r (29.4 Mok,
oboramenue 110 u3otony 3C 99%) Hurpara cepebpa
u 20 M H,O. Cmecs nepemeriuBany B TeueHue 1 cyt
¢ mepuoanveckoii (6-8 pas) oOpabOTKON yIBTpa3By-
koM. [lepBoHauanbHO TpPUCYTCTBYIOLIas Jierkas Oe-
Jast CyCIeH3Hs Ba13CO3 TIpeBpaIagach B OOMIBLHBII
Tpy/HOTIepeMeImBaeMbii ocanok AgsSCO5; kpemo-
Boro 1Bera. Ocamok OT(HIBTPOBHEIBATN Ha TIpeIBa-
PHUTEIBHO B3BELICHHOM CTEKITHHOM ITOPUCTOM (PHITh-
Tpe, mpoMbiBasik Bofo# (3x10 mi), arrerorom (10 mur)
1 1A TIUIOBEIM d¢dupom (10 mit), moce dero cymmim
B BaKyyM 3KCHUKaTOpe JI0 MOCTOSIHHOM Macchl. Bbixos
2.76 1 (99.7%). Tomyuennsii Ags°CO5 HCTIONB30-
BaJIM Ha CIEAYIONIeH cTamuu Oe3 JIOTONHHUTEIbHON
OYHCTKH. J{oImycKaeTcsl JUIMTENbHOE, 10 HECKOIBKHX
MECSIIEB, XpaHEHUE MOTYYCHHOTO KPUCTAILTHYECKOTO
Mmarepuaia. B aTom ciydae HEOOXOIMMO MCKIIOYHTH
KOHTaKT Marepuaia co CBETOM.

JTu(n-6yTian)kapoonar-(kapéonun-2C) (7). B
IIPOKOTOPIIYI0 Kout0y eMkocTthio 100 mut, oGepHy-
TYIO0 QJIFOMUHHEBOW (OJIbroit U cHaOKeHHYIO Y dek-
THBHBIM MarHWTHBIM siKopeM , nomemanu 11.44 r
(7.1 mi, 62.18 mmonb) 1-itonOyTana (6), 1.45 r (2 mu,
14.3 mmonp) tpustuinamuHa u 20 M IM®A. Konby
3alIMIIagy OT aTMOC(EPHBIX BIard M YIJIEKUCIOTO
rasa TpyOkoii, 3anonxennoi cmecoto CaCl, u NaOH.
ConepxuMoe pPEakIMOHHON KOJOBI TMEepeMeIInBaud
TpPOE CYTOK, 4TO OOECIEeYMBAECT TOJHOTY MpeBpalle-
HHS TPUITHIAMUHA B H-OyTHIITPUITUIIAMMOHUS HO-
hivzoi g

K momydeHHOMY CBETIIO-KEITOMY pacTBOpPY JO-
6asmsn Ag33CO; (4), 2.76 T (10 Mmomb) U mepe-
MEIIMBAIA CMECh B TEUCHHUE ABYX CYT C PETYISPHON
(8-10 pa3) eec obpaboTKOii ynbTpazBykoM (1-2 muh).
Janee mis cBsa3pIBaHus M30BITKA 1-HionOyTana, moba-
BUJIM BTOPYIO NOPLUIO TpudTHIaMuHa, 9.4 r (6.8 mu,
48.9 MMOITB) U MIEPEMEIINBAIN PEAKIHOHHYIO CMECh
Tpoe cyToK ¢ nmepuoandeckoii (6—-8 pas) 06paboTKOi
yibTpasBykoM. C 3TOr0 MOMEHTA 3aIllUTa OT MPSIMOTO
COJIHEYHOTO M MCKYCCTBEHHOTO CBETa Y€ He Tpely-
ercsl.

B peakumonnyto cmech nooaumin 40 M rekcaHa U
nepeMenuBaiy 12 4, mociie 4ero couepkumMoe Koaobl
(uIBTpOBANIH Yepe3 CTEKIISTHHBIN MOPUCTBIN (PUIBTP.
Ocanok Ha Gunsrpe npombiBasid 3 Mi IM®PA u rek-
carom (3x15 wmu). K obpasosasieiicst nByxhasHoi
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cucteme jgobaBwian 5 mu ¢ocdarHoro Gydepa (pH
7) m 5 mn HaceimenHoro pactBopa NaCl, seprudano
nepeMeniuBain 15 MuH, mocie 4dero (uIbTPOBaIH,
ocaZioK TpoMbIBaiaM 15 mir rekcana. BomHbIi croif
OT/ICJISUTH, & OPTaHWYCSCKHUMA CIIOW JBAXKIBI MPOMbIBA-
au 15 mi 10% pactBopa NaHSO,, 3arem 10 mn 20%
pactBopa NaCl, cynmnmu Na,SO, u punsrposanu. 13
MOJYYEHHOTO PACTBOPA MPU HOPMATBHOM JIABICHUH
OTTOHSUTH PACTBOPHUTEIb B CTAHIAPTHOM IIPUOOpE ISt
aucTWULSIIUN ¢ Kopotkoit (10 cm) kosonkoi Burpe,
IIOCTETIEHHO TOBBIMIas Temrmeparypy Oanm mpo 95°C.
KyOoBBIll OCTAaTOK TepeHecan B KOJIOy EMKOCTBIO
10 mu1, cHAOXKEHHYIO HACaJIKOW BOPOTHUYKOBOTO THUIIA
JUISL TIEPErOHKH KUIKocTei. OTroHsIM OCTAaTOK I'ekK-
caHa nipu temneparype 6anu 45°C n maBnenun 45—
50 MM pr.cT., 3aTeM npoaykT peakuuu — npu 90°C u
nasiennn 12—13 mwm pr.ct. Beixox 1.54 r (8.8 Mmmorib,
88%). Cniektp SIMP 'H (CDCly), §, m.x.: 0.94 T (6H,
2CHs3, J 7.4 T), 1.34-1.46 M (4H, 2CH,CH,), 1.60-
1.68 m (4H, 2CH,CH,CH,), 4.11 tn (4H, CH,0, J
6.6, 2.8 I'r). Criextp SIMP 13C (CDCly), §, m.z.: 13.81
(CH,3),19.07 (CH,;CHs,), 30.80 1 (CH,CH,CH,, J 2.0),
67.86 (OCH,), 155.60 (CO). Onpenenenune conepxa-
HUSI M30TOITHON METKH BBIMOJIHEHO C MPUBJICYCHUECM
Macc-CIEeKTPOB CPEIHETO Pa3pelIeHuss MEYeHOro 00-
pasua 7 u ero HemeueHoro aHaiora. McrnonszoBanue
MPOIIEAyPHI, ommcaHHoi B pabore [19], mosBommio
OTPEICITUTh N30BITOUHOE HAJl IPUPOTHBIM COMEpIKA-
uue wzorona 3C, cocrasusiiee 96.9+2.1%. Macc-
cuektp (GHMS): mommoe obGoramienne, BKIIOYas
MIpUPOIHBIH BKIaz, coctaBmio 98.0£2.1%, uro B mpe-
JieJ1ax TMOJyYeHHOM MOTPEITHOCTH COBIIaIaeT ¢ obora-
LIIEHNEM HCXOJHOTO KapOboHarTa 6apusl.

Tpuc (2,2,6,6-Terpamernndenso[l,2-d;4,5-d’]-
ouc[l,3]auTHon-4-um)meranoa (2). Cycnensuro,
nonydennyio u3 apena 1 [18] (4.11 r, 14.4 mmoib) U
ruapuaa Harpus (60% macta B MUHEpaJIbHOM Macie,
0.19 1) B abcomoTHOM cepHOM 3upe (45 Mir) repeme-
IIMBAJIH TPU KOMHATHOM TeMIieparype B TCUCHHE HOYH
o1 aproHoMm. 10 KaruisM ¢ UCIOIb30BaHUEM IITPHUIIA
B Teuenue 1 g mobasmsu 2.5 M pactsop #-BuLi B rek-
care (6.3 mut, 15.8 mmons, 1.1 5kB). I'ycras cycreHsus
nepemMennBanach 24 4, mocie 4ero mo KarssiM B Teue-
nue 4 9 6511 q00aBaeH pacTBOp Kapbonara 7 (0.726 1,
4.17 mmois, 0.29 sxB) B 6e3BoaHOM rekcane (3.0 m).
[Tocne mnepememmBaHusl MOMYYEHHOH OpPAHKEBOM
CYCIICH3MH NPH KOMHATHOM TeMIieparype B TEUCHHE
48 4 moracuiaM PeakiMi0 MEIJICHHBIM J00aBICHUEM

aTaHosa (2 M) ¥ BOZHOTO PacTBOpPa XJIOPUCTOTO aM-
Monus (2M, 15 mun). JloGaBuiy XJIOPUCTBIH METHICH
(15 mu1), TIIATEIBHO MIepeMeInaii By X(ha3Hyro CUcTe-
My, @ 3aTE€M OTJEJUJIM OpraHuYecKui cioil. BonHyro
(da3zy IKCTparupoBajd  XJIOPUCTHIM  METHICHOM
(3%10 wmur). OObeAMHEHHBI OpraHUYEeCKUH IKC-
TpakT mpoMblTd BoxubIM pacTBopom HCI (0.2 M,
5 mu), ¢QuabTpoBaNU uYepe3 KOPOTKHH CIIOH CHIIHU-
Kareyis, ¥ KOHIIGHTPUPOBAIU (UIBTpAT B BaKyyMe.
[MonyyeHHBII TBepABI MaTepuall KUIATHIH B CMe-
cu rekcana (12 Mi) ¥ 4eTBIPEXXJIOPUCTOTO yIIepoa
(12 mn) B Teyenue 20 muH. IIponykT (TOHKas myapa
OJIeIHO-)KENTOrO 1IBETa) BbIACICH (UIBTpALel ¢
MOCIEYIOMCH MPOMBIBKON Ha (GUIBTPE CMECHIO T'eK-
can—CCl, (1:1, 3x3 mi1) u BBICYLIMBaHHEM B BaKyy-
me. Beixon 70.0%, t.rut. > 230°C ¢ paznoxennem. MK
CIIEKTp, V, emL: 2970, 2955, 2920, 2910, 1451, 1433,
1375, 136 3, 1340, 1288, 1248, 1167, 1148, 1122,
785, 760, 656. AMP 'H (CDCly), §, m.a.: 1.67 ¢ (9H,
CHj), 1.71 ¢ (9H, CHy), 1.80 ¢ (9H, CH,3), 1.81 ¢ (9H,
CHy), 6.25 1 (1H, OH, J 2.4 T'n), 7.17 ¢ (3H, CHyyoy)-
Cnextp AMP C (CDCly), 8, m.a.: 27.67 (CHy),
29.28 (CH,3), 32.30 (CHjy), 34.94 (CH,3), 63.53 (SCS),
64.21 (SCS), 83.73 (*3COH), 118.35 (CH), 131.93 1
(Capow Joc 49.8 I'm), 137.33 1 (Cypoms Joc 3.5 '),
137.91 1 (Cypows Joc 2.8 Tm), 138.39 (Cypp), 139.33
A (Cypow Jcc 2.7 I'm). Mace-cnexrp (HRMS, ESI),
m/z: 884.9755. C44'3C;H,00,S;,. M 884.9757. Macc-
cnekrp (GHMS): nonHoe o6oramenue usorornom 3C,
BKJIIOYAst IPUPOIHBIN BKJIa, cocrasisier 98.2+1.6%.

3AKJIIOYEHUE

[IpeanoxeH ynoOHBIH M MPOCTOH METOJ CHHTE3a
HOBOTO HCTOYHHKA M30TOMHON MeTkn 13C — u(n-6y-
Ti1)KapGoHara-(kapbonun-+C). Ha mpumepe moiy-
YeHHs TPUApHAMETAHONA, MEYEHHOro H30TormoM 1°C
M0 HEHTPaIBbHOMY aroMy yriepoza, oka3zaHa dpQex-
THBHOCTH HCIIOJIb30BAaHUS TIOJTYYEHHOTO peareHTa B
peakuusax ¢ y4acTHEM UyBCTBHUTENIBHBIX K IPUMECIM
JINTUMOPTaHUYECKUX COETMHEHUH.

BJIAT'OZJAPHOCTU

ABTOPBI BBIpaXalOT 0JIar0JapHOCTh XUMHYECKOMY
CEPBHCHOMY IIEHTPY KOJIJIEKTHBHOTO TIOJIb30BAaHUS
CO PAH 3a npoBeneHue CEKTPaJIbHBIX U aHAJIUTHU-
YECKHUX U3MEpPEHUN.

®OHJIOBA S [TOJIJIEPXKKA

Pabota BbimonHeHa npu (UHAHCOBOM MOJIEPIKKE
OFOKETHOTO PMHAHCHPOBAHHMS 110 TOCYAAPCTBEHHOMY
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A Facile and Convenient Synthesis
of Di(n-butyl)carbonate-(carbonyl-13C)

D. V. Trukhin*, O. Yu. Rogozhnikova, O. I. Salnikova, and V. M. Tormyshev
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Reaction of silver-13C carbonate, obtained from readily available barium-13C carbonate, with 1-iodobutane

resulted in formation of di(n-butyl)carbonate-(carbonyl-13C) isolated in high yield via simple and convenient
laboratory procedure.
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