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(54) CIIOCOB CUHTE3A AJIMA3A
(57) Pedepar:

N3006pereHne MOXKET OBITh UCIIOIB30BAHO MPH
MOJTy4YE€HUU UCKYCCTBEHHBIX aIMa30B. MoJIeKyy co
CTPYKTYpPOH TETpasApaHa U3 psiAad, BKIIOYAIOLIErO
OeH3BajieH, 3,4-nua3abeH3BajieH uin 2,3,4-MeTUHUTT-
[MKJI00YTaHOH, ITOJBEPTalOT PEAKIUH C aTOMOM
YIJIEPOA, HE COJIEPIKAIIUM PAAUKAILHBIX TPUMECEH,
IOJIYYEHHBIM M3 YIVIEBOLOPOJHOI'O MCTOYHHKA,
BBIOPAHHOT'O W3 TPYIIIBI, BKIIIOUAIONIEN aJKAHBI,
[UKJIOAJIKAHBI U KyOaH, MOCPEICTBOM BO3IACUCTBUS
HAa YKa3aHHBIMA YTIJIEBOJOPOI pPa3psaoM BBICOKOH
3Hepru. Peakiuro mpoBoasIT B apoBoi (a3e uiu B
TBEPAOM COCTOSIHUMW. JlJIs MpOBEAECHUSI pEeaKLUuu B
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napoBoil (ase yka3aHHbIE IOTOKM pPEareHTOB
(GopMUPYIOT B MHEPTHOM ra3e-HOCHUTENe U
O0BEIUHSIIOT WX  HEMOCPEACTBEHHO  BOJU3M
nomsioxkkd. [lomydaroT cTpykTypbl anMasza, H3
KOTOPBIX Ha IIOJUIOXKKE (OpMHUpYyeTCs anMa3Has
Macca. B TBepmoM COCTOSTHUM TOMOTEHHYIO CMECh
YKa3aHHBIX MOJIEKYJI CO CTPYKTYpPOM TETpasapaHa u
KybaHa B MOJBHOM COOTHOLIEHMHM IpumepHo 8:1
IIOMEIIAIOT B BBICOKOYHEPIETUUECKYIO Pa3psIAHYIO
SYEWKYy Ha I[EePUOJ BPEMEHM, NOCTATOYHBIA IJIs
3aBEpIICHUS] peakuun oOpa3oBaHUS — anMasa.
M300peTeHns MO3BOIIAIOT NOIYYUTh YIbTPAUUCTBIN
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anMa3 0e3 HCIOIb30BAHMSI BBICOKMX NaBJIEHUI U MOJIyYEeHHOT'O MPOAYKTa. 2 H. ¥ 11 3.1. ¢-11B1, 2 TIP.
TeMIIepaTyp, a Takxke 0e3 IocieqyIoUlell OUUCTKU
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(54) DIAMOND SYNTHESIS METHOD

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention can be used in production
of artificial diamonds. Molecule with a tetrahedrane
structure from a series containing benzvalene, 3,4-
diazabenzvalene or 2,3,4-methynyl-cyclobutanone, is
reacted with a carbon atom, which does not contain
radical impurities obtained from a hydrocarbon source
selected from a group comprising alkanes, cycloalkanes
and a cubane, by exposing said hydrocarbon to high-
energy discharge. Reaction is carried out in a vapour
phase or in a solid state. To carry out the reaction in the
vapour phase, said streams of reagents are formed in
an inert carrier gas and are combined directly near the
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substrate. Diamond structures are obtained, from which
a diamond mass is formed on the substrate. In the solid
state, a homogeneous mixture of said molecules with
a tetrahedron and cubane structure in molar ratio of
approximately 8:1 is placed in a high-energy discharge
cell for a period of time sufficient to complete the
diamond formation reaction.

EFFECT: invention enables to obtain ultra-pure
diamond without using high pressures and temperatures,
as well as without subsequent purification of the
obtained product.
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OBJIACTb TEXHHKU, K KOTOPOM OTHOCUTCS M3OBPETEHUE

Hacrosiiiee n3o0peTeHrue OTHOCUTCS K CUHTE3Y ajiMa3a U K UCKYCCTBEHHBIM aJIMa3HbIM
MaccaMm.

YPOBEHb TEXHUKHU

AJMa3s sBseTCS IEHHBIM MaTepuaaoM Ojiarogapsi CBOUM cBoicTBaM: TBepaocTu (10 mo
1IKajie TBepaoctu Mooca), TepMOCTORKOCTH, BBICOKOW TETIONPOBOAHOCTH TPU KOMHATHOMN
temriepatype (mpubmsutesbHo 2000 Bt/M.K), oueHb HU3KOM cpeHEKBAIpATUUHOM BUOpaIUK
npu koMHaTHOM Temiepatype (0,002 HM), BBICOKOMY KO3 dunmeHTy npenomiieHus (2,4),
OTITUYECKOU TPO3PAYHOCTH OT MH(PPAKPACHOM 10 BUAMMOM obsacTr U Y D - hi1yopeceHIHH.
N3-3a cBoeil MpoKoii 3anpeleHHomn 30HbI (5,45 3B) anmas gaBisercss IpeBOCXOIHbIM

3JEKTPUUYECKUM U301aTOpOM (10 16 Owm). Halineno, yTo anmas ¢ mpucaakomn 6opa (CUHUI
aliMa3s) SIBJISIETCS IMOJIYIIPOBOJIHUKOM P-THIIA, UMEIOIIMM BBICOKYIO IBIPOYHYIO ITOJIBUKHOCTD
Y YCTOWYMBOCTH K 3JIEKTpUYECKOMY ITpo0Oo10. Takue cBONCTBa MOTYT OOECTIEUUTh aIMasy
MIOJIE3HOCTh IPY IPUMEHEHUH B KAYECTBE TOIIOKEK IS MUKPO3JIEKTPOHHBIX YCTPOMCTB,
3aIIUTHBIX MTOKPBITUI MPOTUB YIbTPA(UOIETOBOIO CBETA, OKOH BHICOKOIHEPTETUYECKOTO
Ja3epa v 1ake aiIMa3HbIX OIYIPOBOAHUKOBBIX TPUOOPOB. Takue mpuMeHeHus TpedyIoT,
YTOOBI aJIMa3 UMEJT BBICOKUI YPOBEHb OUUCTKHU.

N3BecTHBI MHOTHE CIOCOOBI cUHTE3a aliMala. C MOMOIIBIO 3TUX CIIOCOOOB MOJIyYalOT
amMas MO0 U3 AIEMEHTAPHOT O YIJIEPO/1a, JIMOO U3 3JIEMEHTAPHOTO YIJIepo/1a, TOJIYyUYEHHOTO
U3 COEMHEHMS WM COEIMHEHUI YIIepo/a, TJe B 3TUX CIIOCO0ax 3JIeMEHTaPHBIN yIiaepo.
MOABEPTAIOT BO3IEUCTBHUIO TAKUX YCIIOBUM, TPH KOTOPBIX YIIIEpo1 (GOPMUPYET
KpUCTAJUIMUECKUE PA3HOBUIHOCTH, U3BECTHBIE Kak aiMas. Kak mpaBuiio, B 3TUX criocobax
VCIIOJIB3YIOTCS BBICOKOE JABIIEHUE, BBICOKHE TEMIIEPATYPBI, WA BBICOKUE YPOBHHU BBIIACIICHUS
sHepruu. Kpome Toro, /1 OUMCTKU 4aCcTO HEOOXOAUMBI ITOCIIeayole 00paboTku. OgHaAKO
B OOJIBIIIMHCTBE 3TUX CITOCOOOB HE MPOU3BOAMUTCS YIbTPAUUCTBIN aIMa3s.

CYIIHOCTb U30BPETEHU A

3agaueit HACTOSAIIEr0 U30OPETEHUS SIBIISIETCS CHHTE3 aJIMa3a.

Ewe ogHoM 3a1auelt HACTOSILIEr0 M300PETEHUS SIBIISIETCS MOJIYYEHUE AIMa3a C TOMOILBIO
CUHTE3a COEAUHEHHUS CO CTPYKTYPOI TETpasipaHa U aToMa yriiepo/a.

Kpowme Toro, enie oiHOM 3a1a4el HACTOSILIErO U300 PETEHUS SIBIISIETCS CO3JAHME Al IMA3HBIX
Mmacc.

IMOAPOBHOE OITMCAHUME TMTPEATTIOYTUTEJIbBHBIX BAPUAHTOB
OCVYIIECTBJIEHUA

Hacrostiiee n3o6pereHue odecreunBaeT aaMasbl U aliIMa3Hble MAacChl, U3TOTOBJIEHHBIE HA
UX OCHOBE.

Hcnonb3yemble TEPMUHBL:

CHHTE3: UCTIOJIB3YEMBIN B HACTOSILEM JOKYMEHTE O3HAYAET PEAKLMIO COEAMHEHUS CO
CTPYKTYpPOH TeTpasapaHa c aTOMOM yrjepoja ¢ 00pa3oBaHUEM aliMa3a. B HacTosemM
OIMCAHUU CJIOBA "TeTpadipaHouIalIbHAs CTPYKTypa" U "CTpyKTypa TeTpasgpanHa”
VCIIOJIB3YIOTCS] KAK CUHOHHMBI.

BrIpaxeHue «<HUKakoro 3aTpaBOYHOTO KPUCTAIIIA», UCIIOIb3YEMOE B HACTOSIIIIEM
JIOKYMEHTE, 03HAYa€T, UTO HUKAKOH 3aTPaBOYHbIN KPUCTAILIT JIMOO U3 alMasa, MO0 U3 Ipyroro
MUHEepaJia He UCTIOJIb3YeTCs TSl MPOU3BOJICTBA TMOO almMasa, JIM06o ainMaszHou Macchl. Hukakoi
QJIMa3HbBIN 3aTPABOYHBIA KPUCTAILIT WA APYTOM 3aTPABOYHBIA MUHEPAJIBbHBIA KPUCTAILT HE
NpeaIararoTces Iy MPOAYKTA aIMa3HOM MacCCBhl.

Bripaxenue «romoreHHast MOPGOIOTHSI», UCTIONBb3yEMOE B HACTOSIIEM JIOKYMEHTE
O3HAYaeT, 4TO aJIMa3Hasi Macca MPOJyKTa SIBIAETCA, 0 MEHbILIEH Mepe, TOrPAaHUYHOM, 0e3
TBEPABIX YACTULl B CTPYKTYPE U BHELIHEM BUJIE. BhIpakeHUE «HUKAKOTO OKpAallIMBAHUS B
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pe3ynbTaTe 00pa3oBaHUsI» O3HAYAET, UYTO HACTOSIIAS aJIMa3Hasl Macca MpOoCTO He
MTO/IBEpraeTcsl OOECIBEUMBAHUIO, KAK CIIE/ICTBUE (DOPMUPOBAHUS C TTOMOIIIBIO KOMOUHATOPHOTO
cuHTe3a. OObIYHBIE CHHTETUUECKUE aJIMa3bl, KaK IPABUJIIO, TOKA3bIBAIOT JKEJITOE UIIH JKEJITO-
KOPUYHEBOE OKPAIIMBAHHE, KAK PE3YJIbTAT BKIIIOUCHUI OKMCHU a30Ta B KPUCTAILI aJIMa3a
O1arojaps yCIoBUSIM YPE3BbIYAMHO BEICOKOTO JABJICHUS/TeMIIEPATY Pl BLICOKOTO TaBIICHUS
(HP/HT), ucnosib3yeMbIX B OOBIYHBIX ClTOCOOaX GOpPMUPOBAHUS ajiMa3a B IPUCYTCTBUU
BO3ayIIHOM aTMocepsl. CyliecTByIoas aiMa3Hasi Macca He CTPaJaeT OT ITHUX
HeOJIarONPUSTHBIX YCIOBUM, B CUITY TOTO, 4TO ycioBus HP/HT momoraroT uzbexarthb
MIPUCYTCTBUE KAKOTO OBI TO HU OBLTIO aTMOC(HEPHOTO BO3AyXA.

BripakeHue «HEeT a30THBIX Fa30MOIJIOTUTEIEH» O3HAYAET, UTO HUKAKUE COCIMHEHHUS UITU
METaJUTbl HE T00ABIISIIOTCS. K HACTOSILEHN alIMa3HOM Macce BO BpeMsi pocTa JIst
NpeaoTBpanieHus GopMUpoBaHUS BKIIOYEHUM OKCHUI0OB a30Ta. B OOBIUHBIX peakiusix
(GhopMHUpPOBaHUS UCKYCCTBEHHOTO ajIMasa ¢ ucnosibzoBanueM yciosuii HP/HT, npoTtekaronumx
o1 aTMoc(eport BO3/1yxa, a30THBIE Ta30IOTIIOTUTENH TOJDKHBI OBITH T00ABJICHBI ISl TOTO,
YTOOBI MOTJIONIATh WIKM BCTYNATh B PEAKIUIO C A30TOM B BO3/IyX€E JIJIs MPEAOTBPAIIICHUS
peakuuu a30Ta U KUCI0poa, GOPMUPYIOLIUX OKCHIIBI A30Ta.

OOBIYHO aTIOMUHMI UITM TUTAH UCIIOJIb30BAIUCh JIJIs1 YAAJIEHUs a30Ta U3 IIpoliecca pocTa
aJMa3HoOTo KpucTajuia. HampoTus, HacTodIIas aiMa3Hasi Macca sIBJISIeTCsl CBOOOIHOM OT
azota. Takum 0O6pa3oM, HUKAKOE [IBETHOE 30HUPOBAHUE HE TPUCYTCTBYET B aJIMA3HOM Macce,
IOJIYYEHHOM € IIOMOIIBIO CUHTE3A ajiMasa.

BripakeHue «<HUKaKOTO IBETHOT'O 30HUPOBAHUS» O3HAYAET, UTO HACTOSIIAS aJIMAa3HAs
Macca He COAEPKUT HUKAKUX OTIIMUUTEIIBHBIX LIBETHBIX 30H U3-3a IIPUCYTCTBUS IIPUMECEN B
OTJIMYKE OT HATYPAJIbHOTO U UCKYCCTBEHHOI'O aJIMa3a, ITOJIyYEHHOT'O TPAJULUOHHBIM ITYTEM.
"Kombunatopnsiii cuate3 anmaza” (Hodes, 3asiBka Ha mateHT CHIA Ne. 13/204218, moganHas
5 aBrycra, 2011, ucripaBIMBaeT NPUOPUTET NATEHTHOM 3asBKU Ne 61/344510, nogannoi 11
asrycra 2010, BKJIFOUEHHOM B HACTOSIIMIA JOKYMEHT B BUJE CCBIJIKM), HAIIPABJICH HA CUHTE3
amMasa B ra3oBol ¢aze, B koTopoi aToMm yrieposa (C), He coiepKalui HUKaKuX
METACTAOMIIBbHBIX PAJUKAIIBHBIX TpUMecer (METUIIBHOTO paaukaia -CHjz-, METUIIEHOBOTO

nu-paaukaia -CH,-, Tpu-pagukana metuHa —CH=), mosty4yeH u3 yriieBoJ0pOJHOIO UCTOYHHUKA.

DTOT aTOM YIJIEpPOAa, MOJYYEHHbIA TAKUM 00PA30M, pearupyer ¢ COeTUHEHUSIMU,
MOJTyYEHHBIMU C IOMOIIIBIO KATAIUTUYECKOM 00paboTku aneTusieHa. KomOMHaTOpHAS peakius
9TUX IBYX PEAreHTOB IIPUBOIUT K IIOJIYUYEHHUIO ajIMas3a, KOTOPBIA OCAXKIAETCA U3 ra30BOM
¢daser. He orpannunBasics Teopueit, mojaratoT, 4YTO COSTUHEHHUE, TTOIYYSCHHOE C ITOMOIIBIO
KaTaJIMTUYECKOM 00pa0OTKU alleTUIIEHA, UMEET CTPYKTYPY TeTpasApaHa, XOTs 3TO MEPEXOHOE
COCTOSIHME U B HU3KOM KOHIEHTpaluu. CrequaimcTy, paboTaromemMy B JaHHON 00J1acTh
TEXHHUKH, Oy/IET MOHSTHO, UCXO/Is1 U3 HACTOSIIErO OMUCAHUS, UTO MPOJTYKTOM 3TOM peaxkiuu
sBisieTcst anmas. M3o0paxenus 2D v 3D cTpyKTyp aiMasa MpeAcTaBIIeHO HUXKE.
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Hacrosimiee n3obperenue OpueHTUPOBAHO HA CUHTE3 anmasa. dopmupoBaHue aamasa,
KaK OIMCAHO B JAHHOM OIMCAHUM U MPEIbIAYIIEM aBTOPCKOM OIIMCAHUM, BBITIOJIHIETCS
CHOCOOOM, B LIETTIOM OTJIMYAIOUIMMCS OT TUIIMYHBIX CI1I0COO0B (hopMupoBaHus anmasa. CUHTE3
aJaMasa 3aBUCUT OT XMMHUYECKON MOTU(PUKALMN MOJIEKYJTI, UMEIOIIUX CTPYKTYPbI, TIOI00HBIE
anMazy. To ecTb, OHU SBJIAIOTCS CTPYKTYPHO TETPAIAPUUECKUMHU WU ITOUTH
TETPAdAPUUECKUMHU, U UMEIOT XUMUUECKYIO PEAKIIMOHHYIO CIIOCOOHOCTH, KOTOPas MOXKET
OBITh UCIOJIb30BAHA JIJISI U3MEHEHMS UX CTPYKTYPBI C MoJlydeHreM anmasa. CtaOuinbHbIe
CTPYKTYPBbI TETpadApaHa U3BECTHBI B JAHHOM 00J1acTH TeXHUKH. VX cTaOUIBHOCTB SIBIISIETCS
apTedakTOM YeThIpex OOBIINX 3aMECTUTENIEH HA YETBIPEX YITIEPOJAUCTBIX ATOMAX B COCTABE
MoJIeKyJIbl. OJTHaAKO MIMEHHO 3TOT OYEHB OOJIBILION MPOCTPAHCTBEHHBIN O0OBEM JIEIAET UX
HEMOAXO/ISIIIMMHU JIJIS1 UCTIOIb30BaHUS B KAUECTBE PEareHTOB B peakuuu (GOpMUPOBAHUS
anmmMasa.

Terpaxuc-Tper-OyTHI

TeTpakuc-TpUMETUIICUIIUIT TETPadpaH
TeTpa’apaH p P pasip

SMe,

SiMe; SiMe;
SiMes

@opMHpOBaAHKE aJIMa3a 3TOTO OMMCAHUS OCYILIECTBIISIETCS peaklyeli aToMa yriepoja,
CBOOOTHOT'O OT METACTAOMIIBHBIX PA/IUKATIbHBIX ITPUMECEH, KOTOPBIN MTOTYyYeH OT UCTOUHUKA
yTJIEBOJOPOJAOB, CO BTOPBIM XMMUYECKUM COSMHEHUEM, CTPYKTYpPa KOTOPOT'O TECHO CBsI3aHA
CO CTPYKTYpoli TeTpasapaHa. Ha camom niese 11 1esieit HacTosIIero n300peTeHusl cam 1o
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cebe TeTpas’apaH paccCMaTPUBAETCS KaK CTPYKTypa TeTpajipaHa. ITU COSTUHEHHS CO
CTPYKTYpPOM TeTpas/ipaHa OOBIYHO MOHSTHBI, B OCHOBHOM, KaK TETpajApaHbl, umeroliue 3,4
cBs3u CC, 3aMelleHHbIe YaCTULlAMU "BCTaBOK .

[TpuMepbl Tpex U3BECTHBIX COEIMHEHUN CO CTPYKTYPOI TeTpasipaHa, UCIIOJIb3YEMBbIX B
3TOM peakuuu popMUpoOBaHUS aiMa3a, OKa3aHbl HUKE (JIs1 MPOCTOTHI Ha3BaHbI Kak NON-
IUPAC).

Coemunenue I - benzpanen (CgHg) bp=77,558°C (760 MM pT.CT.) JaBJIEHUE [TAPOB COCTABIISET

106,123 mm pt.cT. ipu 25 °C. "BeraBnenHas" yactua npeacrasiseT cooor -CH=CH- (aTusnen).

Coenunenue II - 2,3,4-metunui-uukioo0yTanoH ("Terpasgpanon”, "KapOoHUIbHBIH
terpasapan") (CgH40) bp=-37°C (MMeeTcst HEKOTOpOE paszioxkeHue). BcraBiieHHONM yactuen

sBisgeTcs CO (kapOOHUII, MOHOOKCH]T YTIIepOa).

C=0

Coenunenue I1I - 3,4,5-meTuHwI-quruapo-1,2-nmupazon(3,4-muazabdensBaien)(C,4HyN»);

pasznaraercst npubau3uTenbHO Nipu Temnepartype -60 °C. BeraBieHHoN yacTulel aBiaseTcst
-N=N- (11a30T), TO €CTh a3uIHas rpymIa.

z=L

Tpu coeMHeHus1 CO CTPYKTYpPOM TeTpasapaHa, moapoOHO OMKUCAHHBIE BBIIIE, UMEIOT
JIOCTATOUYHYIO TEPMOIMHAMUUYECKYIO CTAOMIIBHOCTh, KOTOPasi OyIeT UCIIOJIb30BATHCS B
KauyecTBE peareHTa B peakiusix GOpMUpPOBAHHUS aliMa3a, HOAPOOHO OMMCAHHOTO HUXE, ITPU
YCIIOBUH, UTO COOTBETCTBYIOLIEE CBSI3AHHOE C MAHUITYJIALMSAMU OCTOPOKHOE OOpallleHue
UCIOJIb3YETCS C YUYETOM UX MHAUBUAYATIBHBIX 0OCOOeHHOCTeN. TeMm He MeHee, He cieayeT
paccMaTpuBaTh 9TH COSAMHEHUS] B OCHOBHOM, KaK TEPMOAMHAMUYECKH cTaOmibHbIe. Ha
CaMOM [IeJI€ 3TU COEIMHEHHUSI OYEHb HECTAOWIIbHBI, UTO UCIIOJIB3YETCS B CUHTE3aX ajiMasa
aToro onucanus. lnazobeH3BaeH u 2,3,4-MeTUHUII-IIMKIIOOYTaHOH ("TeTpa’apaHoH")
pasznararoTcs ¢ BbIopocoM 3ameniaroied rpyiibl (N, 1 CO, COOTBETCTBEHHO) K IEPEXOTHOMN

pasnoBuaHOoCcTH C4H4 KOTOpPast MOXKETOBITE OOHAPYKEHA CIIEKTPOCKOIIMIECKUM CIIOCOO0M

kak mumep C8%4, CBUIETENTbCTBYIOIIHNI O HAYAJIBHOM CTa I (DOPMUPOBAHUS IUKIIOOyTaIUEHA.
[TpucyTcTBUe TUIMKIOO0YTaAUEeHA B Cpelie peakuuu (opMUpOBaHUS ajMa3a BecbMa
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HEeXeJIaTeIbHO, IOTOMY UTO OH Takke 00J1aJJaeT BBICOKON peaKUMOHHOM CTOCOOHOCTBIO U
OyJIeT NPOU3BOAUTH MPOAYKThI KOHJIEHCALUH, KOTOPBIE HEU30EXKHO OYIyT 3arpsI3HSThH
aJIMa3Hylo Maccy 1pu popmupoBaHud. TakuM 06pa3om, UCIIOJIb30BAHUE 3TUX COETUMHEHUMN
B CUHTE3aX ajiMa3a TpeOyeT CTPOrMX TEXHUYECKUX ITPUEMOB MaHUITYJIMpOBaHus. B
MPOTUBOTIONIOXKHOCTh 3TOMY, OeH3BalieH (CgHg) caM mo cebe He pasnaraercs; CKopee oH

npeoOpasyercs B 6eH3011 (CgHg) B YCITOBUSX CHHTE30B ajiMa3a, OMUCAHHBIX B HACTOSIIIIEM

nokymente. HecmoTpst Ha Oosee mpeanouTuTeIbHble CBOMCTBA O€H3BaIEHA IO CPABHEHUIO
¢ MMa3abeH3BaJIeHOM MJIH "TeTpa3IpaHOHOM" B CUHTE3aX 3JIEMCHTAPHOM ajIMa3HOMU sTUCHKU
HACTOSIIETO ONUCAHMUS, CIIELMAIIUCT, paOOTAIOIIMI B TAHHON 00JIaCTH TEXHUKHU, CMOKET
MOHSATb, YTO OCIA0JIEHUE CTPOTO YIPABISIEMOTO OCTOPOKHOTO OOPAIIEHUSI MOXKET MPUBECTH
K IIPUMECH, KOTOpast KpalHe HEXEIATeIIbHA U KOHTAKT KOTOPOM € aJIMa3HOM MacCoy IIpu
(bOopMUPOBAHUM ITOCIIEAHEN JOJIKEH OBITh IPEIOTBPAILLICH.

CoenuHenus I v 11 SBISIIOTCA JOCTATOYHO CTAOMIIBHBIMM B ITPUCYTCTBUU KUCIOPOA, U
UMEIOT XOPOIUIYIO CTAOMIIBHOCTD MIPU TEMIIEpaTypax okpy:xatomer cpeabl. Coequnenue 11
pasiaraeTcst py TemrepaType npuoau3uTeabHo -60°C 1 HecTaOUIIBHO B IPUCYTCTBUU
kucnopopa. Coenunenus I u Il paznararorcst ObICTPO U Jake OYpHO, €CIIM OHU KOHTAKTUPYIOT
C 3a0CTpeHHbIMU NoBepXHOCTSIMU. Coeunenus [ v Il 4yBcTBUTENBHBI K OBICTPOMY HATIPEBY,
Y CKOPOCTb Harpesa He JospkHa npeBblath 5°C B MuHyTy. Coenuuenus 1, 11 u I xpansTes
Y UCTIOJIB3YIOTCS] B MHEPTHBIX aTMOc(epax, TAKMX KaK T'eJIMil WK aproH, IPUYeM TaKHe ra3bl
JUISl IPOBEICHUS] HAYYHO-UCCIIEI0BATEILCKUX PA0OT TOJKHBI UCTIOB30BATHCS C YUCTOTOIM,
IIpY KOTOPOM coAepkaHue MpumMeceit coctasisieT He Oosiee ueM 10 ppm, U KOTOPBIE MOKHO
UJIEHTU(ULMPOBATH C IOMOIIBIO Ta30BOM XpoMaTtorpaduu/maccoBoit ciekrpomerpunt (I'X/
MC). Manunymnsiys ¢ peareHToM B aHa pOOHOM OKPYkKAIOIIIEl Cpelie UCKITI0YaeT 00pa30BaHUE
C - MHOYUMPOBAHHBIX PAIUKAJIOB, IPUBOIAIIMX K IIPUMECSIM B peareHTax, KOTopble
OKa3bIBAIOT HEraTUBHOE BIIMSIHUE HA ITOJIYYAEMYIO JJIEMEHTAPHYIO AJIMA3HYIO STUEHKY,
(dbopMUpPYIOLIYIOCS B TPOLECCE PEAKLMIM, B KOTOPBIX OHU UCIIOJIBb3YIOTCA. TakuM o0pa3om,
MOJAEP>)KUBAETCSI COOTBETCTBYIOIINI YPOBEHD YUCTOTBI MHEPTHBIX [a30B, UCIIOJIb30BAHHBIX
B peakuusx (GOpMUPOBAHUS JIEMEHTAPHOMN alIMa3HOM sueliku. B omHoM BapuanTe
OCYILIECTBJIEHUS] YUCTOTA MOIAEPIKUBAETCS IIyTEM UCIIOIb30BaHus TeXHUKH L1Inenka (nBorHoN
TpyOonpoBoI).

Bce Tpu coenrHeHUs pearupyroT ¢ "YMCTBIM" ATOMOM yTIIEpOa ISl CO3/IaHMS aIMasa
Haps1y C COMYTCTBYIOIIMM YIaJI€HUEM 4 aTOMOB BOJOPOJA U "BCTABKOMN" pa3HOBUIHOCTEMN
(HC=CH, CO, N, coorBercTBeHHO i1 coeauuenuti I, II u I11).

!c
g +C —> <\>c -4H, -X

X = -CH=CH-, CO, or-N=N-

AnmMasbl cobupatrotcs st GOpMUPOBAHUS aIMa3HOM Macchl. TakuM 00pa3oM, aaMaszHas
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Macca GopMUpPYeTCs C TOMOIIBIO COOPKH MHOXECTBA MOJIEKYJT ajiMas3a.

CrnexTpaibHOE UCCIIEAOBAHKE aIMa3a, CHhOPMUPOBAHHOTO C TOMOIIIBIO 3TOTO COCO0a,
MIPY UCTIOJNIb30BaHuU 3(pdexta Pamana uimm oTpaxkaTebHON ClTOCOOHOCTH MH(PAKPACHOTO
U3JTyYeHUsI, TTOKa3bIBAET TOJIBKO MUKH, CBI3aHHBIE ¢ atma3oM. Hampumep, C-H mosockr

BaJICHTHBIX KoJieOaHul B paitone 2800-3000 cm 1, KaK MpaBuiI0, HA0II01aeMBIX JIJIs ClIOco0a
CVD (XMMMYECKOTO Ta30BOr0 OTJIOKEHMS) ajiMa3a C UCIIOJIb30BAHUEM ra3a MeTaHa, He

HaOmromaroTes. ['paduTHbie mpuMecu (sp2 aroma yriepoaa) rpu 1580 cm 1, KOTOPBIE YACTO
Habmoaatores B CVD anmase, He HaOmonaroresd. HabmogaeTcs 3a0CTpeHHbIN UK pu 1328-

1332 cMm "1, XapaKTEPHbIN 14 ajiMasa.

HcTouHrku aToMapHOro yriiepo/ia MOTyT BKIIIOYATh HACBIIIIEHHBIE YTJIEBOI0PO/Ibl, TAKUE
KaK METaH, 3TaH U UMKJIOAJIKaHbl. B 0THOM BapraHTE OCYIIECTBIEHUS] HCTOYHUKOM
aTOMapHOTO yIJIepoaa sSBIsSeTCS KyOaH.

Ky6an (Cg Hg), MW=104,1491, Trin.=131°C, bp=133°C pgaBnenue napos=1,1 mm @25°C

=

Ky06an, y koToporo sneprus aehopmanuy cocTaBisieT 166 KKai/MoJb, pa3iaraercs
MIOJTHOCTBIO B YCIIOBUSIX BBICOKOT'O YPOBHS 3HEPIMU OKPY KAIOLIEN cpebl ¢ 00pa30BaHUEM
BOJIOPOJA U yTJIepo/ia, CBOOOAHOTO OT METACTAOUIbHBIX PAJIMKAJIBHBIX ITpUuMecer. B oqHoM
BapHAHTE OCYLIECTBIIEHUS KyOaH pasjiaraercs Ha BOJOPO/ U YIJIepo/1, CBOOOIHBIN OT
METaCTaOUIBHBIX PaAUKAIbHBIX TPUMECEH, C UCIIOJIb30BAHUEM CBEPXBBICOKOYACTOTHOTO
paspsaa (1 kBT npu coorBercTBYronMx 12 I'T'm).

N e
ﬁH 5 8H + 8C

Jlpyrue UICTOUHUKH, TaKhe KaK MEeTaH, 3TaH U HUKJIOATIKAHbI HE pa3jiaratoTcs 10
ATOMapHOIO YIJIepo/ia, CBOOOJHOIO OT METACTAOUIIbHBIX PAAUKAIIBHBIX IPUMECEH, HO MOTYT
UCIOJIb30BATHCS B KAYECTBE TAKOBBIX MCTOYHUKOB B Ira30BOM (ha3ze peakuui, GopMUPYIOITUX
aJIMa3bl, €CIIM IIPEOJI0JIEBAIOTCS OCIIOKHEHHUS, CBI3aAHHBIE C METACTAOUIbHBIMU PAIMKAIIEHBIMU
npumecsiMu. HeHachllleHHbIE YIIEBOIOPO/IbI SIBJISIIOTCS HEMTPUTOHBIMU B KAUECTBE
HUCTOYHUKOB aTOMOB YIJIEpO/ia, CBOOOIHBIX OT METACTAOUIIbHBIX PAJUKATIBHBIX TPUMECEH.
B ogHOM BapuaHTe OCyIIeCTBICHUS peaknys (OopMHUPOBAHUS aTMasa MPOBOIUTCS B TA30BOIA
daze. B npyrom BapuaHTe OCYyIIECTBICHUS peakiusi GOPMUPOBAHUS aliMa3a OCYIIECTBIISIETCS
B TBEPIOM COCTOSIHUM. B OTHOM BapuaHTe OCYIIeCTBIIEHUS TBEPIO(a3HON peaxiuu,
dbopMupylolLei amas, MPUMEHSIETCS BBICOKAsl CTEXMOMETpUYECKask CTENIEHb TOYHOCTH, UTOOBI
rapaHTUPOBATH BHICOKYIO CTETIEHb YUCTOTHI AJIMa3HOMY TPOYKTY. 30BITOYHOE KOJIMUECTBO
KyOaHa (MICTOYHUKA aTOMOB YIJIepOjia) BHOCUT ITpUMecH rpadura u aMop(HOro yriepoaa
B aJIMa3HbIN MpoayKT. M30bITOUHOE KOJIMUECTBO COETMHEHUMN CO CTPYKTYPOH TeTpasapaHa
MokeT BBoauTh CH, rpaduT u gaxke rerepoaTOMHBIE TIPUMECH B aJIMA3HBIN MTPOIYKT.
CTexuoMeTpruieckoe COOTHOIIIEHUE COEIMHEHUI TeTpasdipaHa-K-KybaHy cocrasiser 8:1. B
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OJHOM BapUaHTE OCYLIECTBIIEHUS] CTEXUOMETPUUECKOE COOTHOIIEHUE COEIMHEHUN
TeTpa’IpaHa-K-KybaHy cocTasiser cTporo 8:1.

Takum 00pa3zom, B OJTHOM BapUaHTE OCYIIIECTBIIEHUSI UCXOAHbIE pACTBOPHI KyOaHa U
COEIMHEHUH CO CTPYKTYPOH TeTpasApaHa, KOTOPbIE OYyT UCIIOJIb30BATHCS, TIOATOTOBIIEHBI
Y IPOAHATIM3UPOBAHBI C TOMOIIBIO JKUIKOCTHON XpoMaTorpaduu AJist onpeieeHus
KOHIIEHTPALUU U HAIWUYMS ITpumecer. [ [puMecn oTIiMyaroTcst B 3aBUCUMOCTH OT UCTIOJIb3YyEMOTO
COeIMHEHUs TeTpasapaHa. Hanpumep, oOCHOBHOM TPUMECHIO B O€H3BAJICHE SIBJISIETCS1 OEH3011,
KOTOPBIH IMeuaibHO U3BECTEH Mepenavel mpumecei rpadura B anmas. "Terpasapanon”
pasiaraeTcsi, BBIACISISI MOHOOKCHU] YIJIEPOIa U, IIEPECTPAMBACTCS 10 IMKIIO0yTaIueHa,
KOTOPBIH CIIEKTOPCKONMYECKU aHAJIM3UPYETCs B BUIE AUMEPa, TUIMKIO0YTa ueHa.

"TerpasapaHoH" MOXKET OBITh OTJEICH OT ITOM IMIPUMECH C TIOMOIIIBIO MEIVICHHOM 1
OCTOPOXKHOM cyOauManuu mpu -78°C, MOTpyKEHUEM B OXJIAXKIAOIIUIN TePMOCTAT (METO/T
"XOJIOTHOTO TaJThIa") U M3BJIEUeHHEM B aTMochepe nHepTHOTO ra3a. CreluaaucT-IpakTHK
MMOWMET, YTO OCTOPOKHOE OOpAILIEHHE TOTIKHO OCYLIECTBISATHCS JI 3TUX COEAMHEHUMN CO
CTPYKTYpPOH TeTpasapaHa, UCXO/Is U3 UX PAHEe OMMCAHHBIX CBOMCTB: OEH3BAJICH U
"TeTpa’ApaHOH" JOJKHBI HATPEBATHCS OCTOPOIKHO, KAK PAHEE OIIMCAHO, A 1Ma3a0eH3BAJIEH
JTOJKEH UCTIOJIb30BATHCS MPUOIM3UTENBHO HUKE -60°C, MOJTHOCTHIO B AaHA3POOHBIX YCITIOBHUSIX.
KoMmepuecku qocTyIHbIe U3MepUTETbHBIE TPUOOPHI KUIKOCTHOM XpoMaTorpaduu
MIPUMEHUMBI JIJI51 KOJIMYECTBEHHBIX U KAUECTBEHHBIX aHAJIU30B, HEOOXOAUMBIX JJIS1 U3yUECHUS
UCXOJHBIX PACTBOPOB peareHToB. Kpome Toro, KoMnbroTepHbIe 6a3bl JAHHBIX TOCTYITHbI
COBMECTHO C TAKMMU PUOOpaMH 1JIs1 KAUECTBEHHOTO aHAJIM3a IIpUMeceH (€CIIM TAKOBBIE
UMEIOTCS), U TAKUE U3MEPUTEIIbHBIE TPUOOPHI MOTYT 00ECIIEUUTH YETHIPEX3HAUHYIO TOYHOCTh
U3MEPEHUS (M JaXKe BbIIIE) 1151 KOJTMYECTBEHHBIX AHAIM30B B 3TUX PEAKIUSIX. ITO MO3BOJISIET
HAWTH IPEANIOUYTUTENIbHBIE YPOBHU TOUHOCTH peakiuii GOpMUPOBAHUS JIEMEHTAPHOM
AJIMa3HOM SAYEHKMU.

UucroTa anmmasa, MOIy4eHHOTO B TBEpAOH (ase peakiyu (OopMUpOBAHUS alTMa3a, SIBIISIETCS
apTeakTOM YUCTOTHI UCIIOIL30BAHHBIX peareHTOB. TakuM 00pa3zoM, MpoLecc HAUNHAETCS
C MCIIOJIb30BAaHMs OUMILIEHHBIX peareHTOB. bosee onpeneneHHo, OUMIEeHbl MCTOYHHUK aTOMOB
yIJIEpOia U COEIMHEHHUSI CO CTPYKTYpPOM TeTpasapaHa. B oqHOM BapuaHTE OCyLIECTBIICHUS
PacTBOPBI UHAMBUAYAJIBHBIX PEATEHTOB IIPUTOTABIMBAIOTCS U1 AHAJIM3a U CTAHAAPTU3ALMA
C TIOMOIIIBIO )KUIKOCTHOM XpoMaTorpaduu Uiiv ¢ TOMOIIBIO CIEKTPOCKOMMYECKOT O aHAJIH3A.
Ecnu ananus noareepikaaet TpeOyeMyro YUCTOTY, HEOOXOIUMYIO JUIsl peaKIiiu, TOTaa
IIOArOTABJIMBAIOTCS CTAHAAPTU3UPOBAHHBIE UCXOAHBIE PACTBOPBI C TOUYHO ONPENEIICHHON
KOHLIEHTpAaUUEN.

B onHOM BapuaHTE OCYLIECTBIIEHUS] COEIMHEHUE CO CTPYKTYPOH TeTpasapaHa (B 3TOM
npuMepe, OEH3BAJIEH) HAJIEKAIIMM 00pa30M OUMILAETCS, TyTEM TOMEIICHUSI €T0 B COCY
[IImeHka (¢ ABOMHBIM KOJIEKTOPOM), UMEIOIIUM Pe3b00BOM IITUPOKHUI BXOTHON MOPT, TOPT
TIEPETOPOJIKH 1 KJTaITAHHBIE TIEPEMBIUKH ra3/BakyyM, (DyHKIIMOHATIHLHO CBSI3aHHBIE C alllapaToM
JIBOMHOTO JIEUCTBUS, CBSI3AHHOT'O C MIOTOKOM UHEPTHOTO ra3a (aprona). Cocym oxaaxkaaercs
1o Temrepatypbl Mexay -20°C u - 45°C u 3aTeM BaKyyMUpPYeTCsl 0 yAaJieHust OeH3oJ1a (eciu
TaKOBOM MMeeTcs). BBOIUTCS MHEPTHBIN MPOAYBOYHBIN a3 U OTOUPAETCS OINpe/IelICHHOE
KOJIMUECTBO MPOOBI ISl aHaIM3a ¢ momoIibsio ' X/Mc aiist onpeneseHus: TpUCcyTCTBUS
npumecer. [Ipu oTCyTCTBUM IprUMeEcel paCTBOPUTENb, TAKOW KAK IUXJIOPMETAaH (B OJJHOM
BAPUAHTE OCYIIECTBIICHUS, IO MEHBIIEN MEPE, PACTBOPUTEIb BBICOKOM UACTOTHI) IEPETOHSETCS
B atMoc(epe aprona ot CaH, mo6aBnsercs, 4TOOBITPUTOTOBUTE UCXOHBIA PACTBOD,

OTIPE/ICIIEHHOE KOJIMUECTBO KOTOPOTO aHATIM3UPYETCS C ITOMOIIBIO KUIKOCTHOM
XpoMaTorpaduu A1 MPOBEPKHU KOHIEHTPAIMU pacTBopa. McxoaHbie pacTBOPHI
"TeTpa’ipaHoHa" U Ky0aHa MPUTOTABIMBAIOTCS MO 100HBIM 00pa3zoM. KybaH Takke MOXeT
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OBITH OUMIIICH ITyTeM cyOumalu B BakyyMme. [ToBTopHbIe cybmmmalmy KyoaHa, Kak U3BECTHO,
00€ecrneunBaloT B LEJIOM MPOAYKT OUE€Hb BBICOKON YUCTOTHI C MAJIbIM KOJIMYECTBOM MOTEPh.

B npyrom BapuaHnTe ocyiectBieHus, o cnocody Llnenka (MHOKeCTBEHHbIE MATUCTPATIH)
VCIIOJIB3YIOTCS JIMHUM IIEPEIAYM PACTBOPA Il JOCTABKU PEATEHTOB K COOTBETCTBYIOILMM
PEaKUMOHHBIM IPUEMHHUKAM. PacTBOPBI OXITAXXAAIOTCA, ¥ 3aTEM yAAJIAETCS PACTBOPUTEID
noJ BakyyMoM. IToaTBepxkaeHne OJHOTO yIAJIEHUs] PACTBOPUTEIIS OCYIIECTBIISIETCS IIyTEM
I'X/MC ananuza UHEpPTHOTO MPOIYBOYHOIO ra3a. B kauecTBe ajbTepHATUBBI COCUHEHUS
CO CTPYKTYypo# TeTpasapana I u Il ourinarores ¢ UCoab30BaHUEM KOMMEPUYECKHU JOCTYITHOT'O
MpUOOpa KOJIMUECTBEHHOM KUIKOCTHOM XpoMaTorpadu.

PacTBOpBI HCTOYHMKA aTOMOB yriiepo/ia (HanpuMmep, KyoaHa) U COeIMHEHUE CO CTPYKTY PO
TETPa’IpaHa 3aTeM KOMOMHUPYIOTCS M IEPEHOCATCS B PEAKLIMOHHBIN COCYyl. DTOT pacTBOP
OCBOOOXAAETCs OT PACTBOPUTEIIS PU MTOHUKEHHOM JABJIEHUU U TeMriepaTtype. bonee
KOHKPETHO, PACTBOPBI OXJIAXKIAOTCS, U PACTBOPUTENb BBIIIAPUBAETCS IIPY IIOHUKEHHOM
JTaBJICHUW MEJIEHHO, YTOOBI TPEAOTBPATUTH KUIIEHUE C OypiieHreM (Toaukamu). Kak Toibko
CTAHET SICHO, UTO PACTBOPUTEILD, ITIOJIHOCTBIO YIAJIEH, I10 OCTAIOIIEMYCS TBEPAOMY OCAIAKY
MPOIYCKAETCS MOTOK MHEPTHOIO ra3a ¢ MOCIeAYIOIIMM 0TOOPOM MPOObI OCIEIHETO JITIs
aHanuza ¢ nomoupio ['’X/CM c 1enpio NpoBEPKU, YTO HUKAKOE KOJIMYECTBO OCTATOYHOTO
pacTBOPUTEIIS HE OcTaIoCh. Eciu pacTBOpUTENb OCTAaeTCs, MPOLECC MOBTOPSIETCS
(mepekaynBaeTCsl U OTOMPAIOTCS TPOOBI) JO TEX MOP, TOKA HE OCTAETCSI HUKAKOW OCTATOUHbIN
pacTBopuTenb. Benen 3a aTMM cocy 3aMOHIETCS MHEPTHBIM Fa30M, FEPMETUUECKU
3aKpBIBAETCS U IIEPEHOCUTCS B CYXYyI0 KaMepy ISl IepeIadyu peaKUMOHHOIO COCya B
BBICOKOHEPIETUUECKYIO PA3PSIAHYIO IUElKy. B OTHOM BapyuaHTe OCYyILIECTBIIEHUS
BBICOKOIHEPTeTHUecKas pa3psaHas ssuerka mpeacTaBiseT coO0M MUKPOBOIHOBYIO
3JIEKTPOIIEYb, yCTPONUCTBO 3JIEKTPOCTATUUECKOTO pa3psaa, UK Ipyroe ooaagarolee OOIbIIOoNn
SHEpruen pa3psaHOe YCTPOUCTBO, U3BECTHOE B 00JIACTH TEXHOJIOTUM PACIIETITIEHUS CBSI3H.
Sluelika repMeTU3UPYETCS, yIAISAETCS U3 CYXOH KaMephbl, ITOJKIIOYAETCA K anmnapary ¢
JIBOMHBIM KOJIJIEKTOPOM, ITPUCTIOCOOJIEHHBIM C TOMOIIIBIO JIMHUI XJ1aJareHTa JIJIsl HMPKYJISIIUU
MIOCJIETHET O YEPE3 CUCTEMY OXJIAXKIEHUS TUIUTHI, U BBIXOIHOW ITOPT COEUHSETCS C MPUOOpaMU
115 mpoBenieHust ananmuza ['X/MC, a takxe JT100bIMU JOTIOJTHUTENIbHBIMU OPTAMU IO MEPE
HeoOxoauMocTu. ITocme cOOTBETCTBYIOIIErO OXIaKAEHUS! TBEPAOH PEaKMOHHON CMECH B
Ipeeaax peakKqMOHHOTO COCyAa, TOMEIIEHHOTIO Ha IUINTY C CUCTEMOM OXJIAXKICHUS,
TTOIKJTFOYAJICS JIEKTPUUECKUI Pa3psil IS MHUMUPOBAHUS peakiu GOpPMUPOBAHUS ajIMasa,
B TO BpeMsl KaK BBIXOSILIMI MOTOK raza KOHTpojupoBaics ¢ noMoibio 'X/MC. B ogHom
BAPUAHTE OCYILECTBJIEHUS 3TOT IIPOLECC TPOBOAMIICS NIOJ BAKyyMoM. B npyrom BapuaHre
OCYIIECTBJICHHSI 3TOT ITPOLECC MPOBOAUIICS B MHEPTHOM rase. Korga 6osbliie mpoayKToB
BbIOpOCA HE HAOIIOAATIOCh, YTO KOHTPOJIUPOBAIOCH C IIOMOIIIBIO CIIEKTPOCKONHHU, TTOABOL
SHEPTUH K PA3PIAHON STUEHKE MPEKPAINAIICS, U PEAKIIMOHHBIN COCY/I IEPEHOCUIICA K
CIIEKTPOMETPY ISl AHAIM3A IPOAYKTA.

B ogHOM BapuaHTe OCyIIECTBIIEHUS PEAKLMOHHBIN COCY/I, COJIEPKALLIUI TBEPABIE POIYKThI
peaKuyy, TOMELIAJIM Ha IUIUTY C CUCTEMOM OXJIAXKICHHUS U OXJIAXKIAIIM 10 TEMIIEPATYPbI MEXTY
-20°C u -45°C B MUKPOBOJIHOBOH pa3psiAHOM siuelike B aTMocepe uueptHoro rasza. [Ipu
0oJiee BBICOKHMX TEMIIepaTypax CoOeJMHeHHE (51) CO CTPYKTYPOI1 TeTpasgpaHa UMeeT
JIOCTATOYHOE ABJICHUE TApa, YTO MOKET U3MEHUTH TOYHOCTb CTEXMOMETPHH.

B npyrom BapuaHTe OCYIIECTBIICHUS B SUEHKY I1O1ABAIM HAIIPSIKEHUE J1JISI OCYILLIECTBIICHUS
peakiyu, KoTopasi IpoaoJHKaIach NPUOIU3UTENBHO OT TPEX A0 MSATH CEKYHI, AJIs1 PEAKLUU
Maciraba 1 Mmosb. B o1HOM BapuaHTe OCYIIECTBICHUS peaKys TPOBOIMIACEH IO
BaKyyMoM. B a1pyrom BapuaHTe OCYyILIECTBIIEHUS PEAKLMIO KOHTPOJIMPOBAJIU C ITIOMOLIBIO
I'X/MC B nopTy BBIXOASIIMX TOTOKOB ra3a, YTOObI OMPEIEIUTh MOMEHT, KOT1a ITPOAYKThI
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BBIOpOCa OoJIbIlie HE OOHApPYKUBatOTCsA. B BapuaHTe OCyIecTBICHUS, B KOTOPOM
JIMa3a0€H3BAJIEH ABIISIETCS PEAr€HTOM TETPAdIPAHA, IUIUTY C CUCTEMOMN OXJIAXKIACHUS
BBIJICP)KUBAJIM TIPY TeMIiepaType Npuoau3uTebHo oT -60°C 1o -78°C uiam 1axe HUKe.

Ormucas, B 00111eM, HAaCcTOsIIIIEe U300pETEHNE, HUXKE JeNTaeTCs CChUIKA HA KOHKPETHBIE
MPUMEPbI, KOTOPbIE MPUBOAATCS UCKITIOUUTEIBHO JJIS LEJIEH UILTIOCTPALIMU U HE
MpeaHa3HauYeHbl, YTOOBI OBITh OTPAHUUUTEIbHBIMU.

ITpumep 1:

Peakuust hopMupoBaHus TBEpIOTO COCTOSTHUS aliMa3a Oblj1a BBITIOJTHEHA CIIETYIOIUM
oOpazom.

CTexIISIHHBIN UUIMHAP C Te()IOHOBBIM MOKPHITUEM, UMEIOLIUI TUAMETP 2 CM U BBICOTY
CTeHKH 5 cM nomermau B cocyn Llnenka, umeronmii pe3b00BOM MIMPOKUIT BXOAHOM MOPT,
KJIAITAHHBIM KaHaJ ra3/BakyyM U MOPT NEPErOPOJIKH, K KOTOPOMY ObLT MPUCOEANHEH C
9JIEKTPOHHBIM YIIPaBJIEHUEM HINPUIeBoi Hacoc. Cocy ObUT FTEPMETUYHO 3aKPBIT U
BAKYYMHUPOBAH C MOCIENYIOLIEH Mo1auel aproHa U OXJIaXK/IEHUEM B OAHE C CyXHUM JIbI0M/
XJIOpOeH3010M ITpu TemnepaType (-45°C).

C noMoLIbI0 HITPULEBOTO HACOCA NIEPBBIN, TOUYHO CTAHJAPTU30BaAHHBIN PAcTBOP 1 MMOJIb
OeH3BajIeHa B CyXOM AUXJIOpPMETaHe ObLI MOMEINIEH B CoJIepKaluiics quiMHap. BTopoi,
TOYHO CTaH/IapTU30BAHHBIN PACTBOP, coaepkarniuii 0,125 MMoIb KyOaHa B CYyXOM
JMXJIOpMETaHe, ObLJI TOMEILIEH B COJIEPXKAIIMICS [UIIUH]IP, YTOOBI IOJIyUYUTh CMECh O€H3BAJIEHA
¥ Ky0aHa B IMXJIOpMETaHe B COOTHoIeHuu 8:1 (MoabHBIX). TpyOka mimpuna (urina) osuia
yJajieHa, ¥ TOTOK aproHa ObUT OCTAHOBIIEH. BakyyMupoBaH#e OCyIIeCTBIISIIN MEAJIEHHO,
YTOOBI MUHUMU3UPOBATH OYpJIeHUE (TOTUKH), 3aTEM PACTBOPUTEIb ObLIT y1aJIEH IO/]T TOJTHBIM
BaKyyMoM (IpUOIM3UTENbHO B TeueHue 10 MUHYT).

[ToBTOPHO MPOAYBAIM APTOHOM 10 T€X MOP, TOKA BU3yaIbHOE HAOIIOICHHUE 32 IMIMHIPOM
HE yKa3aji0, YTO B HEM COJEPKUTCS CyX0e (PaCTBOPUTEIIbL OTCYTCTBYET) TBEPIOE BELLECTBO.
YacTe moToka aprotHa oroupaim u aHamupoBasiu ¢ momoisio ['’X/MC 115 moaTBepKACHUS
MOJTHOTO YJAJIEHUsI AUXJIOpMETAaHa U OTCYTCTBUs OeH3o1a. XoJyio1Hast OaHs 3aTeM Obl1a
ynaneHa. Cocy IepeHOCHIICS Yepe3 3arPy30UHbIi LIUTI03 B CTEPUIIbHYIO KAMEPY C IepYaTKaAMHU,
UMEIOIIYI0 aTMOC(EPY aproHa, U UWIMHAP € COJIEPKAHUEM TOMOTEHHON CMECH TBEPBIX
KyOaHa 1 6eH3BasieHa yjassics u3 cocyaa lllnenka u nepeHocuiics B MUKPOBOJIHOBYIO
pa3psAHYIO AUEHKy. Sluelika 3aTeM TepMETUYHO 3aKPbIBAIIACH, YIAISAIACh U3 CTEPUIIBHON
KaMephbl C epuaTKaMu, CHAOKeHHasl TMHUSIMU XJIaJIareHTa K OXJIaXdarollen TUIMTe, Ha
KOTOPYIO ObLT YCTAHOBJIEH PEAKIMOHHBIN HUIUHAD, TPUCOeIUHEHHbIN K TuHuM [IlneHka,
npucoenuHeHHbiN K mpudopy I'X\MC Ha BBIXOJHOM MOPTY SYEHKH, U XJIATaT€HT
IUPKYJIMPOBAJ YEPE3 OXJIAKAAIOLIYIO IUIUTY JUIS ITOJAEPKAHUSA PEAKIMOHHONW CMECU ITpU
teMriepatype -45°C. Ilogaua noToka aproHa yepes siueiky ObLia OCylIeCTBIEHA C HAYaJIoM
MOHHUTOPHUHTA BBIXOAIIEro MoToka ra3a ¢ nmomoibio ['X/MC. B s4yeiiky 66110 mOgaHO
HaTPsDKEHUE JI1 THUIMMPOBAHUS peakiyn (hopMupoBaHus anMasa. Korma KOHTpOITh
BBIXO/IAIIIEr0 MOTOKA ra3a ¢ momoibio ' X\MC noka3as oJiIHoe OTCYyTCTBUE B HEM BOAOPOIA
WIM alEeTUIIeHA (IPUOIM3UTEIBHO B TEUEHUE S5 CEKYH), IPEKpallaId TOAauy SHEPIUU K
pa3psAIHON SUYEHKEe U HUPKYJISIUIO XJ1aareHTa, SSYeHKY OTKPBIBAIIM [T YIAJI€HUS
peakumoHHOTO cocyaa. CTEKIOBUIHbBIN JUCK, MMOJIYYEHHbIN BHYTPH STYEHKU, IEPEHOCUIICS K
npubopy FT-IR aist onpenenenns koapduipeHTa OTpaskeHUs, KOTOPBIN MOATBEPIUII, UTO

aTo amMa3s (1328-1332 cm "1). He 6b1110 00Hapy)KeHO HUKAaKOro rpadura, amopdHOro yriepoaa
v CH nukoB. Macca nucka cocrapisiia 59,12 mr (Bbixon 98,4% OT TEOPETUUECKOTO).
ITpumep 2:
Peaxius opmMupoBanus anmmasa U3 ra3000pas3Hoii (ha3bl OblIa BBIIIOIHEHA CIIETYIOIIUM
oOpazom.
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CTexJISIHHBIN HUIUHAP C Te(DIOHOBBIM MOKPHITUEM, UMEIOIIUI TUAMETP 2 CM U BBICOTY
CTEHKH 5 cM Obu1 nomenieH B cocy Llnenka, nmeronmii pe3b00BoM MUPOKUH MOPT,
KJIAMTaHHBIN KaHaJ Ta3/BaKkyyM U MOPT MEPETOPOJKH, K KOTOPOMY OBbLIT MPUKPEIUIEH C
3JIEKTPOHHBIM YIIPABJIEHUEM LINPULIEBOI Hacoc. COCya TepMETUYHO ObLT 3aKPBIT U
BaKYyMHUPOBAH C MOCJENYIOLIEH Mo1auel aproHa U OXJIaK/IeHUEM B OAHE C CyXUM JIbJ0M/
xjnopoen3onoM npu temnepatrype (-45°C). C moMoIIbio MINPHUIEBOTO HAcOoca pacTBOP 2
MMOJIb O€H3BaJIEHA B AUXJIOPMETAHE ObLI MOMEIIEH B KOHTEWHEPHBIN LWIMHAP. BTopoi
CTEKJISTHHBIN [UIIUHJIP C TEPIOHOBBIM MMOKPBITUEM, UMEIOIIUI TUAMETP 2 CM U BBICOTY CTEHKHU
5 cM moMentajcs B Bo BTopoi cocyn Llnenka, nMmeronmii pe3b00BoM MMUPOKUIA OPT,
KJIAMTaHHBIN KaHaJ Ta3/BaKkyyM U MOPT NEPErOpOJKH, K KOTOPOMY ObLIT MPUKPEIUIEH C
3JIEKTPOHHBIM YIIPABJIEHUEM LINPULIEBON Hacoc. COCya TepMETUYHO ObLT 3aKPHIT,
BAaKYYMHUPOBAH C MOCIENYIOLIEH Mo1auel aproHa U OXJIaK/IeHUEM B OaHE C CyXUM JIbJIOM-
xsopben3onom (rpu Temmeparype -45°C). C noMmoiipio HnpuiIeBoro Hacoca pactsop 0,125
MMOJIb KyOaHa B JUXJIOpPMETaHe ObLT HOMEIIEH B KOHTEWHEPHBIN UWIMHAD. JIMHUY IITPUIIOB
(urel) ObUIM yaasieHbl U3 00oux cocyaoB. [Togaya motoka aprona Obuta MpekpanieHa K
006ouM cocynaM. BakyyMrupoBaHue IByX COCYI0B OCYILECTBIISUIM MEJIEHHO, YTOOBI
MUHUMH3UPOBATH OypJIeHHUE, 3aTEM PACTBOPUTENb ObLT YAAJIEH MO/ MOJHBIM BAKYYMOM
(mpuOIM3UTENIBbHO B TeueHue 10 MUHYT). AproH IMMOBTOPHO IPOITyCKaJIics uepe3 oba cocyaa
JI0 TeX IMOp, NOKa BU3yaJIbHOE HAOIIOAEHUE 3a UMIMHAPAMHU HE yKa3alo, YTO B 000uX
COAEPKUTCA CyXOe (pPacCTBOPUTETIb OTCYTCTBYET) TBEPI0OE BelllecTBO. HacTh MOTOKA aproHa
0oTOMpanu U anaau3upoBay ¢ nomoupio I'X/MC 1151 TOATBEPKACHUS TOJTHOTO yAAIEHUS
JUXJIOpPMETaHa U OTCYTCTBUS OeH301a. 3aTeM Obula yaajieHa XoiaoaHas 6ans. Cocyabl ObUIH
MIEPEHECEHBI YEPE3 3aIPY30UHbIN IIUTI03 B CTEPUIIBHYIO KAMEPY € NEpYaTKAMM, UMEIOIIYIO
aTMocgepy aprosa, QUIMHAP ¢ Ky0aHOM OB TOMEIIEH B UCIIAPUTEITh, HAXOISIIIIUICS B
npeaeax MUKPOBOJIHOBOM pa3psiAHOM STUEMKU, M repMeTUu3upoBaH. Llunuuap, cogepraium
OeH3BaJIeH, ObUT ITEpeHECEH B KaMepy UCTIAPEHHST, UMEIOIITYIO KIIallaHHbIe (GUTUHTH ra3/BaKyyM,
KOTOpPBIE ObUIM 3aKpBITEI. O0e siueiiku ObLIM repeHeceHbl B peakTop CVD, mpucoeIMHeHbI K
(buTHHraM ra3/BaKyym 1 CKOH(QUIypUPOBAaHBI 1715 peakLuu aiMa3zHoro popmupoBanus CVD.

MuiieHb ocaxxaeHus!, TPeACTaBIISIOIAs COOOM JUCK KPEMHUEBOM (hOJIbIH, ObLIIA HATpeTa
1o temnepatypsl 85°C. 3aTeM UCIOJIb30BAHUE TPEABAPUTEIBHO 3aIIPOTPAMMUPOBAHHBIX
3HAYEHUI1, Ta30BOr0 OTOKA, HArpeBa 0OOUX UCIIApUTENIeH U IPUMEHEHUE SHEPTUU K
MHUKPOBOJIHOBOMY pa3psily, ObLJIO HAUYATO C KOHTPOJIEM BBIXOJISIIIIETO MTOTOKA ras3a ¢
ucnonbzoBaHueM ['X/MC. Koraa npoayKTel peakiuu He ObUTA OOHAPYKEHBI C TOMOILIBIO
I'X/MC, npoBeieHue peakyy MpeKpaTUI, U CyoCTpaT IMPUBEIN K KOMHATHOM TeMIepaType,
MOCJIE YETO YJIAIWIM U B3BeCWIU. Brixon coctasitsut 59,77 Mr (99, 5% OT TEOPETUUECKOTO).
KoaddupeHnTt orpaskenust, usmepeHHsii ¢ momotbio FTIR, moaTBepans, 4To CTeKIIOBUIHAS
IJIEHKA, OCAXJI€HHAs Ha MOJI0KKE, SIBJISIETCS a]IMAa30M, IIPY 3TOM OHA HE M0oKa3ajia HaJInuue
rpadwuta, amopgHoro yriepoaa uiar CH nukos.

JJOTIOJTHUTEJIBHBIE COOBPAYKEHM S 1)1 TA30BON ®A3bI PEAKIIVU

715t Ta3oBol a3kl peaKuuu TOYHAs CTeXMOMeTpus He Tpedyetcsi. Ckopee o1o0psieTcs
U30BITOK COEIMHEHUS CO CTPYKTYpOU TeTpasapana. To ecTh, UCIIOIb3YETCSl OTHOLIEHUE
COEAMHEHUS CO CTPYKTYPOM TeTpasipaHa K Ky0aHy paBHOE WU OoJIbIe yeM 8:1.
ITpennoyTuTenbHO, YTOOBI OTHOIIEHUE COCTABIISLIO 16:1 (M OoJiee), 4TOObI rapaHTUPOBATh,
YTO BECh ATOMAPHBIN YIJIEPO/I MPOpearupyeT B ra30Boi (ase ¢ ocaxJeHUeM ajiMasa Ha
1o10kKy. COeAMHEHUSIMU CO CTPYKTYPOI TaTpasApaHa, KOTOPbIE MOTYT UCIOJIb30BATHCS
U1 9TOTO, SIBJITIOTCS O€H3BaJjIeH U 2,3,4-MeTUHWIT-IMKIIO0yTaH ("TeTpasapaHoH"). beH3BajeH
UMEET MPEUMYIIECTBO TIEPE]T TETPAIIPAHOHOM, ITOCKOJIBKY OH O0Jiee CTaOUIIbHBIN 1 00JIee
JIETKO U 3KOHOMMUHO TojydaeTcs. [IpuMeckio, MojydeHHOM BCIEICTBUE ayTOT€HHOMN
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MePErpyIIUPOBKY, 1J1s1 OEH3BaJIeHA SIBJISIETCSl OEH30J1, & PUMECHIO, TTOJTyYeHHOM BCIIE/ICTBUE
AyTOTE€HHOT'O Pa3JIOKEHUs AJIsl TETPpasApaHOHa, SIBIETCA JUUMKIOOYTaIueH, KOTOPbIN
ropasio TpyJHee yAep>KUBaTh B ra3oBoii (haze, Mo cpaBHEHUIO ¢ 6eH30710M. beH3oi MoxkeT
BBECTH I'pa(UTOBBIE TPUMECH B AJIMA3, TIOJIYYEHHBIE €0 OCAXKACHUEM B XOJI€ PEaKLU
dbopMUpoBaHus aiMasa, eciv eMy OyJeT MO3BOJIEHO BOMTH B KOHTAKT C OTJI0KEHUEM Ha
MOJ10KKe. beH30I1y, €ciii OH MPUCYTCTBYET, MOKHO IPEMSITCTBOBATH 3arPSI3HATH ajIMas,
OCaKJIEHHBII Ha MOJIOKKE peakuuert opMUpoBaHUs aiMasa (B ra3oBoil (asze), AByMs
criocobamu. [TepBblii 3aKITFOYAETCS B HEOOXOIMMOCTH TOJIBKO HATPETh JAePKATENb MOIJTOKKU
(cmenoBaTeNbHO, U MOAIOKKY) TPUOIU3UTENBHO 10 TeMmnepaTypsl 80-85°C, mpu 3TOM
nepeaaBasi 3HAUMTENIbHOE KOJIMUYECTBO TEIIa B 30HY PeaKLuH, B ra30ByIo (azy coceqHero ¢
TTOVTOXKKOM OCXKIEHUSI, YTOOBI "TIPOrHaTh" TI000M OEH30I1, KOTOPBIM MOXKET MPUCYTCTBOBAT.
B kauecTBe anbTepHATHUBBI BTOPOI MIOTOK HATPETOT'O T'a3a-HOCUTENSI MOKET ObITh 0OecrieueH
BJIOJIb MIOBEPXHOCTH MOJIOKKH [T OCAKIEHUS, UTOOBI TTOAEPKATh "TEIIOBYIO 30HY
3arpaxxJaeHust" npoTuB OEH30J1a, €CIIM OH MPUCYTCTBYET. Takue Mepbl IPeT10CTOPOKHOCTH
MOTYT He 00s13aTeIbHO TPeOOBAThCS B CITydae, eCli OEH3BaJIeH TOHKHBIM 00pa3oM 0O6padboTaH,
0COOEHHO BO BpeMsl ero ucrapenus. Takum oOpa3zom, eciu ObICTpOe HarpeBaHue OCH3BaJICHA
JI0 TEMIIEPATYPHI €r0 UCHAPEHHUs U30EraroT, TO MOKHO U30eXaTh 0Opa3oBaHUs OeH3o01a.

JIOTTIOJTHUTEJIBHBIE COOBPAYKEHW A 1)1 TBEPJOTEJIbHBIX PEAKIIVM

Peaximu popmupoBanus aiMaza MOTYT OBITh TPOBEACHBI B TBEPIOM COCTOSIHHH C
UCIOJIb30BAHUEM FOMOTE€HHOM CMecH KyOaHa U JII000T0 U3 IUTUPYEMBIX BBIIIE COSAUHEHMI
CO CTPYKTYpOU TeTpasipaHa. MoJIeKyJIIpHOE OTHOIIEHUE COETUHEHUI CTPYKTYPhI
TeTpa’ipaHa K KybaHy 3TO roMOreHHol cmecu cocTtaiisieT 8:1. Mouiekyia kybaHa
pasnaraeTrcsi, 4ToObl 00ECIIeYUTh BOCEMb ATOMOB YIJIEPO/Ia U BOCEMb ATOMOB BOJOPO/IA.
KBamupunupoBaHHOMY crienyaanucTy OyneT MOHSATHO, UTO TpeOyeTcst BBICOKAs TOYHOCTD
CTEXMOMETPUUECKOTO pacyeTa Ipu MPUrOTOBJIEHUM TOMOTEHHOM cMecH KyOaHa U COeTMHEHUIA
CTPYKTYPBI TETpadapaHa, €CIM TOJKEH OBITh TOJTyUeH aJIMa3HbIN TPOIYKT BHICOKOM CTETICHH
YUCTOTHI C TOMOIIBIO peakiuyu GopMoBaHus aiMasa. M30bITOK KybaHa (MCTOYHUK aTOMOB
yIJIepo/1a) BBOJUT IMPUMeECcH rpaduta u aMOp(hHOTO yIiIepoaa B aIMa3HbIi MPOAYKT. 30bITOK
COETMHEHUM CTPYKTYPBI TETPAdIpaHa MOKET BBOAUTH rpapuTOBBIE, KAPOCHOUTHBIC U JaXKe
MIPUMECH IeTEPOATOMOB B AJIMA3HBIN MPOAYKT.

I'paBumeTpruecKUMM CIOCOOAMM BPSIIT JIU MOYKHO JOOUTHCS TAKOT'O YPOBHSI TOYHOCTH, U
9TO TPYIHO BBIMIOJIHUTH C YyBCTBUTEIBHBIMU K KOHTAKTY MaTepUaIaMU, TAKUMHU KaK
OeH3BasieH U 2,3,4-MeTUHWI-UMKIO0YTaHOH; 3,4-TMa3abeH3BaIeH, KOTOPBIN SIBIISIETCS
HEYCTONUYMBBIM BbIlIE -60°C.

D OopMHUPOBAHUE UCXOTHBIX PACTBOPOB MHIMBHUIYaJIbHBIX PEAreHTOB (KyOaHa U COeqMHEHUN
CTPYKTYPHBI TeTpadipaHa) MOXKET JOCTUTHYTh HEOOXOIUMOM TOYHOCTH C UCTIOJIH30BAHUEM
000PyI0BaHHUS KUIKOCTHON XpoMaTorpaguu B TAHAEME C MACC-CIIEKTPOMETPUUECKUMHU
npubopamu (HPLC-MS). Takoe o00opyaoBaHre KOMMEPYECKH TOCTYITHO, U C HUM MOXHO
JIOCTUTATh ISTH IECITUYHBIX 3HAKOB TOUYHOCTH (U AaXe BBIIIE U1l HEKOTOPBIX MOJeIel
cnienpukanmu 1 uccireqoBanust). C TOMOIIBIO 3TOTO 00OPYAOBAHUS MOXKHO JIETKO
UIEHTU(DUIMPOBATH M OTAETISATH MPUMECH, XapaKTEPHBIE JJISI MOJIEKYJT COSMHEHUM CTPYKTYPBI
TeTpa’apaHa. s 6eH3BajieHa MpUMechio, KoTopast HabJrogaeTcs, siBasercs 0ensour. s
3,4-nuazabeH3BasieHa U 2,3,4-MeTUHWI-IMKIIO0yTaHOHA ('TeTpasipaHoHa") MPUMECHIO
SBJISIETCS] TUIUKIIO0YTaIMeH, KOTOPBIH SIBJISIETCS PE3yIbTaTOM BbIOpOCA TMA30Ta WU
MOHOKCH/Ia YIJIEPOJIa, COOTBETCTBEHHO U3 3TUX. DTU KOMIIOHEHTBI, UMEIOT YEThIPE YIIIepoa,
KOTOPBIE BEPOSITHO 00pa3yroT OyTaJueH, IMMEPUIYIOLIUICS 0 KOHEUHOW TPUMECH
TMIUKIIo0yTaaueH. Takum 06pa3zoM, IPeAnoUTUTENIBHO UCTIONB30BaTh OEH3BAJIEH B KAUECTBE
peareHTa CTpyKTYphI TeTpasapaHa sl peakiyu (popMUpOBaHMS TBEPIOTEIIHHOTO ajiMasa.
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OH siBnsieTcst HauboJsee CTaOMIIbHBIM U3 TPEX COEIMHEHUN CTPYKTYPbI TETpasipaHa, u
JIOCTATOYHO 3KOHOMUYEH B UCIIOJIb30BAHUH, TAK KAK MOXKET OBITh JIETKO MOATOTOBJIEH C
IIOMOIIBIO CTAHAAPTHBIX OPTaHUYECKUX CUHTE30B U3 HEIOPOIUX PEAareHTOB.

Hcnonb3oBaHWe TOYHO KATMOPOBAHHBIX UCXOIHBIX PACTBOPOB UHAMBUYaJIbHBIX
peareHToB, ucnonb3yromux HPLC-MC annapatypy Takxe obecrieduBaeT CpeacTBa s
MoAIePKaHUS CTEXMOMETPUUECKON TOUHOCTH, KOTOpast He0OX0oAUMa JIJIs1 OJTYYeHHUS aliMas3a
C MIOMOIIBIO peakuuu GOPMUPOBAHUS B TBEPIOM ajiMasa. [Ba pacTBopa KOMOMHUPYIOTCS U
OCBOOOKIAIOTCSI OT PACTBOPUTEIISI OCTOPOKHO MPU MOHMKEHHOM JIABJIEHUM U TIPU
ITIOHW)KEHHOM TEMIIEpAType B PEAKLIMOHHOM COCYJIE, B KOTOPOM IIPOXOAUT PEAKLMS
obpazoBanus anmasa. CMech TBEPABIX PeareHTOB BbIAEPKUBAETCS ITPU HU3KOM TEMIIEpaType
B MHEPTHOI aTMOoc(epe, TaK KaK BeJIMYMHA Mapa OTACIbHBIX PEAreHTOB I0CTATOYHA MTPU
TEMIIepaType OKpy:karolen cpeanl (benspasieHa: 106,12 mm Hg; kybana: 1,1 mm Hg), uToOBI
U3MEHUTH CTEXMOMETPUUECKYIO TOUHOCTb TOMOT'€HHOM CMECH U3-3a ITIOTEPh IIPU UCIIAPEHUU.
CoueTranue JBOMHBIX MAHUITYJIAMIA TMHUY KoJiekTopa U HPLC-MC anmapaTypsl ynpoIiaeT
3aJa4y IIPUrOTOBJIEHUS CMECU TOYHO 110 CTEXMOMETPUU U3 OUYMILIEHHBIX PEAreHTOB, a TAKXKe
MOJAEP/KAHUE UX YACTOTHI M CTEXMOMETPUUECKOTO COCTaBa. B alMa3HbIX Maccax, OJIy4eHHbBIX
C TIOMOIIBIO HACTOSIIIET O U300PETEHUSI, HET HUKAKUX OOHAPYKUBAEMBIX IIPUMECEH, BKITIOUAs
aMOp(hHBIN yIIIepo1, He alIMa3HbIX AJUIOTPOIMHBIX (popM yriaepoaa, THIpOoKapOEeHOUI0B,
TrETEPOATOMOB M HECYIIIMX I'€TEPOATOM MaTeEpUaAIOB. Hanmpumep, amMasHbIe MacChl HACTOSIIIETO
U300pETEHHs] B COOTBETCTBUM CO CIIEKTPOCKOIMEHN HE COAepKaT puMecu rpadura, He
V3MEHSIOT IBET U3-3a BKJIIOUYCHUI OKCUIA a30Ta WIM HE U3MEHSIOT LBET U3-3a BKIIOUCHUI
Pa3HOBUIHOCTEMN, B TOM YMCJIE OKCUIOB a30Ta. Hacrosimue anMasHble Macchl TAaKXKe He
coJiepKaT HUKAKUX ra30noralaroinmx a30T IPUMECcen.

Kpowme Toro, HacTosme anMa3Hble MAaCChl HE UMEIOT HU BETOBOTO, HU KPUCTAJIIIMYECKOTO
30HUPOBAHMS, U IOKA3BIBAIOT TOMOTEHHYIO MOP(HOIOTHIO KPUCTAILIA.

I'mapokapOeHoU B! IBIAIOTCSA PEAKIMOHHBIMU IPOMEKYTOUYHBIMU IPOLYKTAMU
yIJI€BOJOPOIHO-KapOEeHOBOIO TUIA. ['eTepoaToM 03Ha4aeT aTOMBI, OTJIMYHBIE OT YIIIepoaa.

B 10 Bpemst Kak pa3uUHbIE BAPUAHTHI OCYIIECTBICHUS HACTOSILETO M300pETeHUS ObLIH
OITMCaHBbI BbIIIE, CIE1yeT MOHUMATh, YTO OHU OBUIM MIPEACTABIIEHBI TOJIBKO B KAYECTBE
npuMepa, a He orpannyeHust. CequaIvcTy B JaHHON 00JIaCTH TEXHUKH, OYEBUIHO, YTO
pa3IMYHbIE U3MEHEHUS 110 OPME U B AETAIISIX MOTYT OBITH CIeJIAHBI B HACTOSIIEM IOKYMEHTE
0e3 OTCTYIUIEHUS OT CYIIIHOCTH M 00beMa n3ooperenus. TakuM oOpa3oM, oXBaT U 00beM
HACTOSIIETO U300PETEHUS HE JOJIKHBI ObITh OTPAHUYEHBI HUKAKMUMM BBILIEONMCAHHBIMU
BAPUAHTAMU OCYILECTBIICHUS.

(57) ®opmyna uzoopeTeHus

1. Criocob cuHTe3a anMasa, BKIIOUAIOIIUIM: B3aUMOJIEUCTBUE MOJIEKYIIbI CO CTPYKTYpOH
TeTpa’/ipaHa U aToMa YIrjepo/a, IJe MOJIEKYyJia CO CTPYKTYPO#l TeTpasaApaHa BKIIOYAET
OeH3BaJieH, 3,4-1Ma3zabeH3BajieH Wi 2,3,4-MeTUHUII-IMKIO0YTAHOH U T]Ie YKa3aHHBIN aTOM
yriepo/ia MoIy4YeH U3 YIIIEBOA0POTHOTO UCTOYHHUKA, BBIOPAHHOT'O U3 TPYIIITHI, BKITIOUYAFOIIICH
aJIKaHbI, IMKJIOATKAHBI U KyOaH, MpUYeM YKa3aHHBINM yIIepo/] MOJIy4atoT OCPEICTBOM
BO3/ICHCTBUS HA YKa3aHHBIN YTIIEBOIOPOT Pa3psIOM BBICOKON 3HEPTHH C TTOJTyUECHUEM
YKa3aHHOT'O YIJIEpO/ia, He COJIePIKaIIero paJuKaabHbIX IPUMECEH.

2. Crioco0 110 11.1, KOTOPBII MPOBOASAT B IMMapoBo (hase.

3. Criocob 1o 1.2, T/ie yKa3aHHBIN YIJIEBOIOPO/I MPEICTABISET COOOM KyOaH.

4. Crioco6 1o 1.2, Te UCTIOIb3YeTCs CTEXHOMETPUIECKUI U30BITOK MOJIEKYJIIBI CO
CTPYKTYpPOM TeTpasIpaHa IT0 OTHOIIIEHHUIO K ATOMaM YIJIEpO/ia, He COJIEPIKAIIETO PaTUKaTbHBIX
MpUMecei, YTOObI TapaHTUPOBATH, UTO BCE YKA3aHHBIE aTOMBI OYYT U3PACXOI0BAHBI B
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peakiuu oopa3oBaHUs CTPYKTYPHI ajiMasa.

5. Croco0 1o 1.1, BKTrouaromuilt popMupoBaHUe ITEPBOTO IMTOTOKA ATOMOB YIJIepo/ia, He
COZICPIKAIIIETO PaJIMKaIbHBIX PUMECEH, B MTHEPTHOM ra3e-HocuTesie, 00pa3oBaHUE BTOPOTO
IMOTOKA MOJIEKYJI CO CTPYKTYpPOU TETpasApaHa B UHEPTHOM ra3e-HocuTesie, U 00beIMHEHUE
yKa3aHHBIX IEPBOTO U BTOPOT'0 MTOTOKOB PEATeHTOB B YKAa3aHHBIX MHEPTHBIX ra3aX-HOCUTETISX
HEIOCPEICTBEHHO BOJIM3U Y TTOJIOKKHU JIsI OCAXK/IEHUS C MOJIyYeHHEeM CTPYKTYp ajaMasa,
KOTOPBIE OCAXKIAIOTCS U3 MAapOBOi (ha3bl HA YKA3aHHYIO MTOTOXKKY [T OCAXKICHUS C
00pa3oBaHUEM aJIMa3HON MACCHI.

6. Crioco0 1o 1.5, T/ie yKa3aHHbIE MOJIEKYJIbI CO CTPYKTYPOU TeTpasapaHa B UHEPTHOM
ra3e-HoCuTele MPEJCTABISIOT cOOo OeH3BajieH WK 2,3,4-MeTUHUI-UUKIIOOyTAHOH.

7. Cnioco0 1o 11.5, T/1e IepBbhIi TOTOK ATOMOB YIJIEPO/Ia, HE COJIEPKAIIETO PaUKATIHBHBIX
MpUMeceli, B THEPTHOM ra3e-HOCUTesIe 00pa3yeTcs U3 yIriieBOJOPOJIHOTO UCTOUHUKA,
BBIOPAHHOT'O U3 T'PYIIIHI, BKITIOUYAIOIIEH allIKaHbl, IMKJIOAJIKAHbI U KyOaH, MyTeM UCTIapeHus
YKa3aHHOTO yTJIEBOJIOPOJHOTO UCTOYHUKA B IMIOTOK YKA3aHHOTO UHEPTHOTO rasa ¢
00pa30BaHUEM CMECH, U TIPOITYCKAHKE MTOJTYyUYEHHON TAKUM 00pa30M CMECH B
BBICOKOHEPIETUUECKYIO PA3PSAHYIO SIUCHKY, TJIe YKa3aHHAas nmapoodpas3Hasi CMeCh
MOJABEPTaeTCsl BO3JCUCTBUIO pa3psiia BBICOKOW SHEPTUM C MOJTYYEHUEM YKA3aHHOT'O MOTOKA
ATOMOB YIJIEpO/1a, HE COJECPKAILETO PAIUKATIBbHBIX IIPUMECEH, B UHEPTHOM T'a3€-HOCUTEIIE.

8. Crtoco0 1o 1.1, rae oOpasyeTcs aJiMa3Hasi Macca, He MMeroIas mpumecei rpadura,
OIPEIEIAEMbBIX CIEKTPOMETPUUECKUMHU METOAAMM.

9. Cnocob cuHTe3a aaMasa, BKIIOYAIOIIUI: B3aUMOIEUCTBUE MOJIEKYJIBI CO CTPYKTYpPOI
TEeTpas3paHa U aToMa yriiepoja B TBEPAOM COCTOSIHUM, I'I€ TOMOTEHHYIO CMECh MOJIEKYJI CO
CTPYKTYpPOH TeTpasapaHa U KybaHa B MOJIbHOM COOTHOIIEHUU NpUMEPHO 8:1 momenmarT B
BBICOKOHEPIETUUECKYIO PAZPSAIHYIO STUYEHKY U TOJIBEPratOT BO3AEHCTBUIO PA3psiia BBICOKON
SHEPI'YU Ha MEePUO BPEMEHH, JOCTATOUHBIMN JJIs1 TOTO, YTOOBI 0OECIIEUYUTh 3aBEpIIIEHUE
peaxiuu o6pa3oBaHUs CTPYKTYPhI ajiMasa.

10. Cioco06 1o 1. 9, rae YmoMsHyTOe COOTHOIIIEHHe cocTaBseT 8:1.

11. Crioco® 1o 1. 9, rae MoJIeKyJia co CTPYKTYPO# TeTpasapaHa BbIOpaHa U3 IPYIIIIbI,
BKJIFOUarolel OeH3BaeH, 3,4-aua3abeH3BaieH uiu 2,3,4-MeTHHUI-IIUKI00yTaHOH.

12. Crioco® 1o 1. 9, e pa3psia BBICOKOW IHEPTUHU MPEICTABIIsIeT COO0N MUKPOBOJIHBI
(CBY).

13. Crioco6 1o 1. 9, riae obpasyeTcst amMa3Hasi Macca, He UMerolasi mpuMecei rpadura,
OIPEACIISIEMBIX CIIEKTPOMETPUUECKUMHU METOJAMMU.
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