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UK- 1 MACC-CIIEKTPAJIBHBIA AHAJIM3 U30TOIMTHOM U
XAMMYECKON YACTOTHI ®TOPUJIA JIEUTEPUSA

B. C. IIapOy3un, B. ®. Cyxosepxos*, B. A. fIxoBieB

(xaghedpa usuyeckoii xumuu, e-mail: vsp@physch.chem.msu.su)

OnuceiBaeTcs crenualbHAs NMPoLeAyPa JAeNPOTU3AIMH AHAJUTHYECKON CHCTEeMBbI, 00ecneYnBal0-
1Al KOPPEKTHBIN aHAJIN3 M30TONMHONH M XMMH4YECKOH YHCTOThI BBICOKOAIPECCUBHOIO (propuaa

neiitepuss UK- u Macc-CrieKTpajIbHbIM MeTOAAMM.

[Mux unTepeca k ¢ropuny nedrepus npuiuencs Ha 70-80-e
rozibl U ObLT cBsi3aH ¢ paspaborkoit HF/DF-nazepa kocmu-
yeckoro OasupoBanus [1]. B mampHeiiieM u3ydanud B OCHOB-
HOM CIIEKTpaJIbHbIE XapaKTEPUCTUKH 3TOW MOJIEKYJBI B pa3-
JIUYHBIX CUCTEMaX, B YaCTHOCTH, B KPUOTEHHBIX MaTpHIAX
[2]. Jns momoOHOrO poaa MUCCIIeAOBAaHUNA HEOOXOIUMBI JOCTA-
TOYHO OoJjpmme konmmuectBa Oe3BonHoro DF. Mur pazpaboramu
JIBa OPUTMHAIBHBIX MeToza jlaboparopuoro cuHre3a DF B cuc-
temax D,0-CIF, u D,~AgF,—CIF; [3]. /lng KOHTpONs YHCTOTHI
DF B 31X HccieoBaHusIX ObUTH MCIIOJIB30BaHbl MacC-CIEKTPO-
metrp MU-1201 u cnexrpodoromerp «llepxun-Onmep» MOIEIb
577 (ucnonp30BaIy IUIOIAAN MOJOC MomiomeHus npu 2998 u
4139 cm! s DF u HF cootBerctBeHHO [4]).

[Ipu peanuzanum 3THX CHEKTPAIbHBIX METOJOB aHAIHM3a
BO3HUKJIM CrieUU(UYEecKre 3aTpyAHEHUs, KOTOPbIE MBI yCIell-
HO npeononenu. [lockonbky ¢upMbl, nponatomue D-mede-

HblEe Mpenaparbl, He PacKpbhIBAIOT CBOM METOJbI aHalIu3a,
Halra pa3paboTka B 3TOH 00JacTH MOXKET OBITH IMOJIC3HA JUIS
CrelMaInucToB, umeronux aeno ¢ DF.

Yemanoexa. OnbIThL IO OTPaOOTKE METOIUK aHAIM3a MPO-
BOJIWJIM HA YCTaHOBKE, YNPOIIEHHAs cXeMa KOTOpOo# m300pa-
>K€Ha Ha PUCYHKE.

Bce neranu ycTaHOBKM 32 UCKJIIOUYEHUEM 4, 5, 6 BBINOJIHE-
HBI U3 KOPPO3HMOHHO-CTOMKHUX MaTepuajoB (HepkaBeroulen
CTaJli, HUKEJS ¥ MOHellb-MeTaiua). s obecreyeHus repme-
TUYHOCTU COEJMHEHUN HUCIOJIb30BAIM MEIHBIE MPOKIAIKH.
[Ipo6s1 DF nHa ananu3 nmonaBanu u3 6ayutoHunka 3. [Ipu He-
00XOJJUMOCTH MOXHO OBLJIO CHHTE3UPOBATH JOMOJHUTEIHLHOEC
xonuuectBo DF neiicteuem D, na AgF, B peakrope [ [3].

B mepBBIX ombITax OTCYTCTBOBaJl cocyl 4, U KioBeTa 6 U3
MOHENA ¢ okHamu u3 BaF, uepe3 BenTuib /8 coenunsanach ¢
CHUCTEMOI HAMpPSIMYIO C MOMOINBI JIMHHOTO (2 M ) ¢Topo-
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VrporieHHass cxemMa yCTAaHOBKH AJIsI aHAIH3a W30TOMHOM M XHMMHUYECKoil uyuctoTel dropuaa neitepus MK- m Macc-crekTpaabHBIM METO-

nom: I — peakrop ¢ AgF, nns nomyuenus DF; 2 — xonreiinep co cneunansno noarorosieHHbiM NaF ns ounctku DF; 3 — GamioHuuk ais

DF; 4 — npospaunas npobupka u3 ¢proponnacra ans D,0; 5 — droponnactosslii kanumisap; 6 — xioseta a1 UK-ananusa; 7 — 6anioHyuk s

D,; 8 — xonteiinep ¢ uncteiv CIF,; 9 — nosupyromuit BenTuin; /0 — o6pasuosslit BakyymeTp; // — aMMUaYHbIH MaHOBaKyyMeTp Ha 16 arwm;
12-23 — mukpoBeHTnian Xoka; MC — Macc-CeKTpoMeTp
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IUTACTOBOTO KaMWIIApa 5, 4TO 0OECIednBano BO3MOKHOCTD
mepeHoca KoBeTHl U3 TepMocrtata (125°) B cmexTpodoromerp
(HarpeB KIOBETHI HEOOXOIWM AJISl MPENOTBPALICHUS MOJINME-
pusamrm Monexyn DF [4]). B mponecce 3amucu criekTpa TeM-
meparypa KiooBeThl cHmkamack no 70°. Ilepex Hammyckom mpo-
661 DF-K1oBeTy OTKa4dmBaiu (OpBAKyyMHBIM HACOCOM.

Ha macc-criektpomerpe MIU-1201 Gpiia mOTHOCTHIO TIepe-
JleJaHa CHCTEMa HaIlyCcKa: MCKIIOYEHO CTEKJIO, pa30opHbIE
COCAMHEHHS 110 BO3MOXXHOCTH 3aMEHEHBI Ha IasHBIE TBEP-
JIBIM TIPUIIOEM, AJIFOMHHHUEBBIC TMPOKIAIKH 3aMEHEHBI Ha MEJ-
Hbele. [l Hamycka rasa OBII MCIONB30BaH CTAaHJAPTHBIN
WIOJIBYATHIN JAO3UPYIOLUI BEHTUJIb.

Memoouka ananuzos. Ilepepie anamm3el DF mokasamm, 9To
B Macc-cuekTpe nmomumo JuHUUA DF (oTHOmEHme Macchl K
3apsany m/e = 21,19,2); npucyrcTByiotr Takxke nuanu HF
(20,18,1) u muuum H,O (18,17,1). O6kI4Has MeTOAUKA TPEHH-
POBKH CHCTEMBI Hamlycka (OTKadka ¢ mporpeBoM no 250°)
MIPUBENA JIMIIb K YaCTUYHOMY CHI)KEHHIO MHTEHCHBHOCTH JIU-
HUHA BOJBL.

Hexoropoe momonnutensHoe cHmxkeHne ¢pona HF Orro
MOJIyYEHO B PE3YJIbTaTeé MHOTOKPATHBIX «IIPOMBIBAHUI» CHC-
TeMbl HEOONpIIMMH TOpuusAME aHamusupyemoro DF. OmgHako
U TIOCJIE 3TOT0 HaONIONajCs 3HAYUTENbHBIA HEYCTPaHUMBIH
npoTueBsid ¢oH. [IpuunHa 3TOTO OYEBMIHA — HAIHMYHE HA
BHYTPEHHUX CTEHKaX amnaparypsl IUIEHKH BOABI, 00pa3yro-
mel npu kontakre ¢ DF Bogubiil pactBop kucnor HF u DF.
IIporpeB ¢ oTkaukoi NPUBOAUT K YAAJEHHUIO BOABI, a Ha IO-
BEPXHOCTH METaJlla OCTAETCsl MPOYHO aAre3UpOBaHHAsS IUICH-
ka HF+DF. U3BectHo, yto tuienky HF Ha moeepxHocTu Mme-
Tajula He YJAeTCs MOJIHOCTBIO YCTPAHHUTh JIaXe C MOMOILIbIO
IIUTeNbHOU oTkadku mpu 250° [5]. B cBsi3u ¢ 3TuM ObLiIa
NIPUHSTA HOBAsl CTpAaTErus JIENPOTH3ALMH allapaTypsl.

Ipoyedypa oenpomuzayuu. CyTh pa3paboTaHHOH AByCTa-
JUHHOW TpoLeyphl YCTPAHEHUs! NMPOTHS 3aKJI0Yaiach B TOM,
4TO CHaYala yaausiu IUieHKy Boasl jaeiictBuem CIF,, a 3atem
3aMEHSUIM TOoIy4YeHHYyIo O0e3BonaHyo mieHKky HF nHa DF wu3o-
TOIHBIM OOMEHOM C TSDKEJIOW BOJIOM.

Juis peanmu3anuu 3TOH MpoLEAypbl B CUCTEMY J100aBIsIIN
eMKoCTh (mpobupka) 4 odbemMoM 75 M M3 HPO3pavyHOIO
¢roporutacta 4MB, cHaOXKEHHYIO repMETH3UPYIOLIEH KpBIII-
KOH crenuasbHOW KOHCTPYKLHUHU C JIBYMS CTallHOHAapPHBIMH
MUKpPOBEHTWISIMU. B emMKkocTh 4 B Cyxol kamepe moMemnjanu
okoso 20 mu tsokenor Boasl (99,8 at.% D) u repmernyHo
MOJICOEAMHSUIN K CUCTEME 4Yepe3 HHUKeJIeBble KallWUIIphl, Ha
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KOTOPBIE C TIOMOIIBIO MEPPTOPUIHON CMa3KH BaKyyMILIOTHO
HaJeBamn (TOPOILIACTOBBIE KaNMILIAPEL.

3aTeM IeHCTBUSA COBEpIIANU B CIEAYIOIIEH mocienoBa-
TEIBHOCTH:

VYransanu U3 CHCTEMBI CleAsl MPOTHEBOH Bonbl. C 3TOMH
[[eJbI0 KOMMYHUKAIIUU IMPOMBIBAIN 4—5 pa3 mopuusIMH
TarenbHo ouynmennoro CIF, u3 cocyna 8, ocrapnds ras Ha
20-25 MuH, MOCIe 4ero MPOAYKTHl M3 Ta30Boi (a3bl OTKa-
yuBanu (GopBaKyyMHBIM HacocoM. B pesynpTaTe B Macc-
CIIEKTpE PE3KO CHU3UIACh MHTCHCHUBHOCTH JMHHUH BOABI
(m/e = 18, 17,1 ), HO 3aMeTHO BO3POCIIa HHTEHCHUBHOCTH JIH-
mun HF (20,19,1).

VYerpausnu npuMecu GTopuaa mpotus. s 3Toro B Kom-
MyHHUKaLM{ TIONEepeMeHHO noxasany napel D,O w3 cocyna 4
u 3areM napsl CIF,; n3 koHrelinepa 8. B o0beMe M Ha BHYT-
PEHHHX CTEHKaxX almapaTypsl MPOTEKala Peakius IeCTPyK-
THUBHOTO JAeiTeponn3a TpuTopuaa Xiopa TsoKelod Bomow [3],
npu KOTOpo¥ oOpazoBeIBaiKCh B ocHOBHOM DF, a Taxxke
XJIOp ¥ KUCJIOpoJ. /IBa MOCIEIHNX Tra3a JErko OTKAauMBaJIUCh
u3 cucteMbl mpu mporpese mo 250°, a DF oGpa3oBeiBan Ha
BHYTPEHHHUX CTEHKAX MPOYHYIO IUICHKY, 3aMEHSIOUIYIO IICHKY
¢dropuma mpoTus.

ITo naHHBIM aHAIU30B, MMOCIE 3-KPAaTHOTO MOBTOPCHUS
310i poneaypsl otHourerwe (H/D') B Macc-criekTpe CHI3H-
sock a0 0,01-0,009 (99,0-99,1% DF), n He U3MEHWIIOCH TTOCIIe
4-it mpouenypel. Uto kacaercs MK-ananmsa, oTHomeHHE
HF/DF B ra3e camxkanocs toasko 10 0,02 (98% DF). OueBnn-
HO, 3TO OOBSACHSETCS HEMONHOTOH ycTpaHeHmss HF co cTenok
KIOBETHI M (pTOPOIUIACTOBOTO KaIMIUIIpa M3-32 HEBO3MOKHOC-
TH MX TPOTPEBA IIPU MOBBIIIEHHBIX TeMIeparypax. Tak Kak y
Hac He OBLIO BO3MOXHOCTH IPOTPEBa KIOBETHI HEMOCPE-
CTBEHHO B CIIEKTPO(OTOMETpE, B AATbHEHIIEM MBI yUUTHIBA-
T TOJIBKO PE3YIbTaThl MACC-CIIEKTPAIILHOTO aHAJIN3a.

[Ipumenenue pa3zpaboTaHHOI MpoLETypHl MO3BOIIIIO yC-
TaHOBUTH HCTHHHYIO W30TONHYIO YHCTOTY CHHTE3HMPOBAHHOTO
npoaykra — 99,1% DF. Xumudeckas 9ucToTa MOJy4EeHHOTO
DF rtaxxe Oputa odeHb BBICOKOH. B macc-cmekrpe DF mocie
3aKJIIOYUTEIHFHON OYMCTKH Ha CIIEHHAIBHO HOJATOTOBICHHOM
NaF [3] B cocyne 2 6put 0OOHAPYKEHBI JINITh HE3HAYUTEIb-
Hele cnensl Cl, u DCL

Takum oOpa3om, pa3paboTaHa crenHanlbHAsg METOIWKA
JEIpPOTH3alMN aHATUTHYECKON CHCTEMBI, 00€CIIeUuNBaIOIIAs
aJI€KBaTHBIII KOHTPOIb U30TONMTHOM M XMMHMYECKON YHUCTOTHI
¢ropuna nmeiitepus K- u mMacc-crieKTpanbHBIM METOIaMHU.
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