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CUHTE3 MEYEHHOM TPUTUEM MHIOJINJ-3-YKCYCHOM KHUCJIOTHI
Huemumym monexyaaphon ceHemuku PAH, Mockaa

OCYIECTRIEH CHHTES MEMEHHON TPHUTMEM HHIOMWI-3-YKCYCHOM KUCIOThI TPEMS PASITHYHBIMI METORAMH:
M30TOMHBIM OOMEHOM € TDUTHMEBOI BOJOM, M30TONHBIM OOMEHOM € ra3006pasHLIM TPHUTHEM M Deakiue
Teepnoda3Hoi  KATANUTHUECKON ruAporeHu3aliy. MCCIenoBanel BAMSHMS  PA3NMUYHBIX  KATAIM3aTOpOR,
COOTHOWIEHMS KOMIOHEHTOB TBEPNOH (hass! M TEMNEPATYPH! HA BBIXOX W BEAMUMHY MOJSAPHON AKTHBHOCTH
LEJIEBOTO NMPONYKTA.

1 MCC/IenOBaHUsST MEXAHU3MA ACHCTBHA (DHTOrOPMOHOB (MJIM PETYJISSTOPOB DPOCTA
pacTeHHM) HA MOJIEKYJIIPHOM YDOBHE, U3YUYEHHUS DPACHPENESICHHS HX MO Pa3JUYHBIM
YacTIM PpACTEHUM, OMpPENEJEHUs COOTBETCTBYIOHIMX Y4ACTKOB cBsidbiBanHmsa [I, 2]
HEOOXOOMMHE (PUTOrOPMOHBI, MECUEHHBIE PAXUOAKTUBHBIM HM30TOMOM.

Hannag pabora nMOCBAMEHA U3YUCHUIO KATANMTHUCCKMX DPEAKLMI M30TOMHONO 00-
MEHA C ra3o00pasHBIM TPUTHEM U TPUTHEBOH BOAOH [/ CHHTE3a MEUEHHBIX TPHUTHEM
aykcuHOB. OOBEKTOM wMCCenoBaHus Oblia BHIOPAHA HMHAOMMJI-3-yKCyCHAd KUCIO0TA
(IAA) xax uambosiee pacnpoCTPAHEHHBIN TMPEACTABUTEND TIPUPONHBIX ayKCWHOB, M3y-
YaJM BJMSHHC YCJIOBUH TNPOBEAECHHS Deakuuit TBepaodasHoW KAaTaNuTHYECKOW T'MO-
poreauzanuu (TKT), mzoronHoro o6mMeHa ¢ TPUTHEBOM BOXOM M ra3000pa3HBIM TPUTHEM
HA BBIXOA H MOJSPHYKO aKTUBHOCTh (A, ) wuenesoro coenuHeHus. Bce peaxuwmu

TIPOBOAWIN B NMPUCYTCTBHHM KATaJIM3aTOPOB — MHAMNAOUA HA PA3JUUYHBIX HOCHTENIAX.

TIpu u3yuenuu peakuuu TKI uccnemosanu BAusSHHE PA3IMUHBIX KATAJIU3aTODOB,
COOTHOWICHUS KOMIIOHEHTOB TREPHOHN ¢(ha3nr M TEMIIEpaTyphl Ha BBIXON M MOJISPHYIO
PATMOAKTUBHOCTDL LIEJIEBOTO COSAMHEHMS.

Kak BunHo 13 tabn. 1, crenens sxirouenus tputus B peakunn TKIT B sSHAUNTEIBHON
Mepe OMNpenessieTcs NPUPONON HOCHTENS Na/UTafMeBoro kartaausaropa. Hambosburas
perpapauus IAA, mo mannmm B3OXKX-ananusa, MpoMCXOOUT HA KAaTaJu3aTope, NpHU-
TOTOBJICHHOM Ha OKCHAE anroMuuus. IIpumenenne xaranusaropa Pd/CaCO; B nanHoM
Clyyae NpedloyTHUTEIbHEE, TaK KakK MpPU CPABHUMBIX BBIXOZAX €r0 HCMOJB30BAHHE
NPMBOAUT K MPOAYKTY ¢ G0Jee BHICOKOH BEAHYMHONK A .

3aBucHMOCTD MOJISpHOM paguoakTHBHOCTH ¥ Bhixoma [PH]IAA or Temmepartypni
peaklMy NPUBEAECHA Ha pucyHke. [Ipy MOBHIDEHMH TEMIEPATYphl BO3PACTACT CTEMEHb
BKJIIQUEHHUSI TPUTHS B [AA, HO NpM 3TOM BBHIXOX MPOAYKTa CHHXACTCH.

Uccnenosano BapmgHMEe COCTaBa TBEpPAOH a3kl HA DPAAMOAKTMBHOCTD M BBIXOK
TIpOAYKTAa u3yuaemou peakumu (tabxa. 2). Haiimeso, uto yBenwueHWe COOTHOIICHHS
KaTa/Jn3aTop/ MCXOnHOEe BEMECTBO TNPHBOAHT K BO3PACTAHMIO CTCICHH BKJIIOUCHHS
TPHTHS TIPH ONHOBDEMEHHOM CHHXXCHMH BHXONA LEJEBOro npoaykra. ddeKTHBHBIM
coco0oM yBEIMYEHHMS BHIXOAA M BKJIIOYEHHS METKM B [AA 0KAa3aJ10Ch NPUMEHECHHE

Coxpamenwmsa:  [AA — pnpomwn-3-ykeycuas  kvconora;  TKD — teepmodasnas  KaTaJUTHUECKAS
THADOTEHH3A M.
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Tabruya 1

BiusiHME PAlIMUHBIX KATANM3aTopoB Ha peakumio TKT uumomdn-3-ykcycHoit kucnotsr (150° C,
cooTHomeHue katanmsatop/IAA 3 : 1)

LleneBoe coequUHEHHE

Karanuaatop
} Anons % * Beixon, %
Pd/A1203 — Crenpbt
Pd/BaS04 17,8 0,3
Pd/CaCOs 40,0 0,3

* TlpuBeaeHa BEJMYMHA MOJAPHON AKTHUBHOCTH B MNPOLIEHTAX OT TEOPETHUYECKOI.

Tabnuya 2

Bnusuue coctapa TBEpoit (asbl M TemnepaTypnl Ha peakumio TKD vHaomua-3~yKCyCHOM KUCAOTHE

CooTHOERME HocHrens HIIAA
Karanmaatop |xaTanmuaarop/I ? t, °C
Mr/MKMOJb mr/ur TAA Awons % Beixon, %

Pd/CaCO3 S:1 — 150 12,8 1,9

» 10:1 — 150 30,0 0,7

» 20:1 — 150 40,0 0,4

» 50:1 —_— 150 50,0 0,2
Pd/BaS04 aul CaCOs, 10:1 200 63,3 3,2

» 5:1 CaCoOs, 50:1 200 — Cnenst

» 5:1 AlLOs3, 10:1 200 63,0 10,2

» il AlO3, 50:1 200 33,0 6,0
Pd/CaCOs Sul Al203, 10:1 200 75,0 12,5
Pd/ALO3 5:1 Al203, 10:1 200 41,7 5.3
Pd/A1203 5:1 AhO3, 50:1 200 42,0 1,9

B PEaKIUN MHEPTHHIX HOCHUTEJICH, B JAHHOM (JIy4yae OTIMYAKOMMXCS OT YXE HCIOJIb-
30BAHHMX /IS TIDUTOTOBJIEHMS Kartanusartopa. Hanpumep, coueranme Pd/CaCO; ¢
OKHCBIO amioMuHHS B coorHomeHud TAA/ALO, (mMr/mr) 1:10 mo3Bo/SeT MOBHCHUTh
Buixopn mpoaykra TKI mo 12,5%, mpuuem A, mocturaer 75% 0T TEOPETHUECKOIO
3HAYCHH,

Takum 00pa3oM, BAPbUPOBAHKME TEMIIEPATYPH M COCTABA TBEPHAOH (Da3W MO3BOJIET
B IUMPOKOM AHATA30HE U3MEHATH BHIXOA M MOJADHYI0 panmoakTHBHOCTE [H JIAA.

Karamutuueckuit u30TonHbil 0OMEH C TPUTHEBON BOAOM IPOBONMJIM B 0E3BOIHOM
OPTAHUYECKOM pacTBOpuTeENie. lIpeABapuTE/bHBE DJKCIEPUMEHTH II0KA3aJH, YTO OI-
THMA/IbHAS KOHLEHTPAUUs TPHTHMEBON BOAK B pACTBOpATENE cocraBiaser 5 00.%.
JlanpHeimee yBEAMYECHUE CONEPXKAHUS TPUTHEBOM BOIBI IPHBOAUT K HE3HAUNTEIBHOMY
pOCTy BKJIIOUCHHS TPUTHS B LIEJCBOC COCHHHEHHE. Pe3yibTaTHl H3y4YCHHS PEaKLHK
n3oronHoro oomeHa IAA moprsepxparwr (tabm. 3, 4), uT0 NpAMEHEHHE ATPOTOHHOTO
pacrBopuTesst (muoxcaHa) criocoberayer BkaroucHHMIO TpuTHA B IAA, JobasieHue B
PEAKLIMOHHY) CMECh OCHOBAHMA (TPMITWIAMMHA), OOJETYaloOmeEro OTPHB INPOTOHA,
VBEJIMYMBAET BHIXOX M MOJAPHYH AKTHBHOCTH LEJIEBOTO COSTHHCHUS.

Peakumio KaTalMTHYECKOTO HM30TOMHOTO TETEPOTCHHOTO OOMEHa ¢ raszoo0pasHbiM
TPUTHEM TIDOBOAMWIM B OOHUHHIX YCACBUSX (KATAaAM3aTOP HA OCHOBE MAJUTAAMM, Lie-
JouHas cpenad) [3]. HansHeimee u3yuyeHHe JAHHONM PEAKUWH HE NPOBOAM/IOCH M3-3a
HH3KOH yAeAbHOM DPafMOAKTHMBHOCTH TIOJYYEHHOTO TpEnaparta.

[TpoBeneHHBIE MCCAEHOBAHUS TTO3BOJIMIH OCYIIECTBUTH CHHTE3 MCUCHHOM TPUTUEM
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Baugnue teMnepatypsl peakume Ha Awon (/) M BbIXOJ [SHJ TAA (2) B peakumuu TKI,
Karanvzatop — 5% Pd/CaCOs3, cootnowenue katanuzatop/IAA 3:1

TIAA ¢ BBICOKONpPOLCHTHBIM TPUTHEM TPEMS DPa3JMUHBIMH Cnoco0amu, B TOM YHCAE
TKT, npuBoAsmei K NPOAYKTY C BHCOKOW MOJSPHOM AKTUBHOCTHIO (Tabn. 5).

HaunbsiMu criextpa *H-9IMP ycramosneno, uro B ciyuae TBepaoda3HOrO CHHTE3A
METKa pacrnpeiesieHa paBHOMepHo no BceM craOunbubiM C—H-ceaszam TAA. Tlpu
BBEICHMM METKH METOAOM H30TONHOTO OOMEHA C ra3000pasHBEIM TPUTHEM TPUTHI
BKJIIOYAETCH B METUJIEHOBYIO TPYNIY OCTATKA YKCYCHOW KHCJOTH, MpuueM obpasyercs
MOHOMEGUEHBIH npenapar.

3KCnepuMeHTalbHAS YacTh

B pa6ore ucnonssosanu IAA (Serva), mamnaguessie xkatanusatopn: 5% Pd/CaCO,;
5% Pd/BaSO,; 5% Pd/ALO,. 5% PdO/Al,0, (Fluka), mnacruaku Silufol (HCOP),
konouku Zorbax ODS C18,5 mxm; 4,6%250 mMm (CIIIA).

PacTropuTenM OUMINANM ITO CTAHAAPTHHEIM METOAMKAaM. DTAHOA M AMOKCAH abco-

JIIOTUPOBAMM M XPAHWJIH HaX MOJEKYyAsSpHHIMH curamu 4 A,

IMonyuennnie coequuenus ananusuposanu TCX wa mmacrmuax Silufol B cucreme
pacrsoputeneit: xaopodopm — meranon (3:1), R, 0,45 (IAA) u BOXX (Zorbax),
nogsuxuas daza — 109 aueronurpuna 8 0,1 M TEAB, pH 7,0, 1 ma/mMun (Bpems
ynepxusanua TAA 12,45 mun). [IpenapaTuBHYIO OUMCTKY OCYIMECTBJISIM B ITHX XKE
YCJIOBHAX.

PaguoakTHBHOCTh OIIPEAENSUIM € MCIOJIb30BAHMEM CLUHTHUISUHOHHOIO CYETUMKA.
Cruexrp *H-AMP perncrpuposanu na cnekrpomerpe AC 250 Bruker 8 CD,0OD.

Peaxyuss TKI, Tsepnywo cmecs IAA (1—3 mxmonb), xarajausaropa M, KOrma
HEOOX0AMMO, HOCHTENS TOMEmANH B aMmmynay M3 crekna oobemom 7—10 cm?, Baky-
YMUPOBAIA W 3aNONHSLIA Ta3000pasHpiM TputueM (300 mum pr. cr.). Ilpn uccaenoBanuu
akTopos, onpependOmuUX BHXOX NPOAYKTA ¥ MOJAPHYIO PAfHOAKTUBHOCTH, MPHUME-
Hsutn Tpurui-nporueByo (1 : 1000) cmece. g momydyenwst MeuyeHHOM TpurueM TAA
ucnonp3oBa 959, tpurmit. Peakumonnyw cmecs TepmocratuposBann 40 MuH npu
BBIOpaHHOI TeMneparype. I1o OKOHUAHHMH PEAKUMH YAATAAM U3 aMITyJAH Ta3 W aMITyJy
BAKYYMHPOBAJIH,

Peaxyus uzomonnoeo obmena ¢ mpumuedol 600oid. B peakMOHHYIO aMIyJay H3
CTEKJIa IOMELNAIH BBICYIIEHHBIEC B BAKYYMHOM JKcnkatope Hasecku TAA (1—3 MxMo/p)
M xartanusaropa. Jlajxee CIeHOBAO; '

a. M3yuenue peaxyuu ¢ HU3KOaxmueHol mpumuedol 6odou. B ammysry nodapssiu
100 mxs1 pacrBopurenst (JMOKCAH WM 3TaHOM) M TpuTHesyo Boay (2,0 Ku/mu, 5 00.%),
3aKPHBATTM M MEPEMCIIMBAIM 3 YU HA MATHHTHOM MEIAJIKE.

6. Peakyus ¢ ebicokoakmueHoi mpumuecold 6odol. TPUTHEBYIO BOLY NOJLYy4aau
OKUCJICHHEM Ta3000pa3Horo Tputus (95%) Ha OKCHAE MaNIanus B CPENE OPraHMUECKOro
pactBopuTeas (9raHoa, AuokcaH). [TosmyueHHHH pacTBOp TPUTHEBOH BOAB MEpeMopa-
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Tabruya 3

~

Waoronuuiit o6men IAA ¢ TpuTuesoit Bonoit (35 Ku/mmonn; 5§ 06.%) B amoxcaune (3 4, § 06.%

TPUITHIAMUHA)
CooTHOUIEHME
KartanuaaTtop xaTanu3atop/IAA, Axors Yo Bewxon, %
Mr/ MKMOJD
Pd/Al03 31 0,55 32
Pd/BaS0y4 3:1 0,60 34
PdO 15:1 0,60 35
Tabruya 4
Haoronasst ofmed IAA ¢ Tpuruesoit sonoit (35 Ku/mmons, 5 06.%) o atanone (3 u, 5% PdO/ALO3)
Cootuowenme xaranusatop/IAA, mr/MkMons Avon, % Buixoft, %
0,14 11,2
0,19 14,0
0,60 16,8
Tabauya 5
CHHTE3 MEUYEHHOM TPHTHEM HHAOJIM/I~3-YKCYCHOM KMCNOTbI
MeTon BBEIEHMSG METKH Awon, Knt/mmosns Boixon, %
TKI" ragooGpasubim tpuruem (200° C, 40 muu, Pd/CaCO3) 150 12,5
Vsotonuuiit ofMen ¢ TpuTHeBOM BONGE: B puokcawe (PdO, 1,2 35,0
3w
M3oronnsiit ofMen ¢ ra3006pasHbIM TPUTHEM B PACTBOpE 3,5 30,0
(1 u. NH4OH, Pd/CaCO0s3, 3 v)

KHBAJIM B BAKYYME B DEAKUMOHHYIO aMmnyny, cogepxamyo [AA (1—3 MxMose)
¥ KaTanusaTop, aMMyay 3aKpeBaju M NEPeMEmMBaan 3 Y HAa MATHUTHOM
MEINaiKe.

Peakyus uzomonnoeo o6mena ¢ 2a3006pasibim mpumues. B peakiimoHHYO aMILy sy
u3 crekna obsemom 7 cm? nomewanu masecky IAA (1—3 mMxmMoan), kaTaausaropa
(Pd/CaCO, u pobasassmm 0,5 mn 1 u. NH,OH. Pactsop B aMmiysie 3aMOPa*kMBaJIH
B XHAKOM a30T€, aMILyJly BaKyyMWDOBAJM M 33MOJHAIH Ta3000pasHbIM TPUTHEM
(300 MM pr. cr.). ITocrne pasmopakyBaumsl PEAKIMOHHYIO CMECH MMEepeMelnuBamu 3 4
Ha MAarHHTHOW MeIUAJIKe, PACTBOD BHOBb 3aMOPAXKMBAIM M YRAJSUIH M3 aAMITYJIBl
ra3oo0pasHblil TPUTHH, aMIyJly BaKyyMHpPOBA/JIM, OCTATOK CMBIBAJM METAHOJIOM, OT-
neasutd Katanausarop GuibTpoBaHHEM WK LEHTpudyruposanueM. MeTtaHOABHBIN pac-
TBOD YNAapMBaJM, a OCTATOK CLUE ABAXKIBl YNAPHBAJU C METAHOJIOM.
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0. V. LUSHKINA, G. V. SIDOROV, N. F. MYASOEDOV
SYNTHESIS OF TRITIUM-LABELLED INDOLYL-3-ACETIC ACID

Institute of Molecular Genetics, Russian Academy of Sciences, Moscow

[3H]Indolyl-3—aceﬁc acid has been synthesized by three different methods: isotlopic exchange with
tritium water or with gaseous tritium, and solid state catalytic hydrogenation reaction. Effects of various
palladium catalysts, ratio of solid phase components and temperature on the yield and specific activity of
the product have been investigated.
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