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PA3PABOTKA CTAHOAPTHbIX OBPA3LIOB
1,1-AUMETUINTTUAPA3UHA
N NPOAYKTOB Er0 TPAHC®OPMALINA

MpeanoxeH cnocob NPUroToOBNEHUSA CTaHA4apPTHLIX 00pas3LoB AMA KONMUYECTBEH-
HOro OMpeferneHns pakeTHOro TONMMBa renTuna u NpoaykToB ero pacnaga.
KnioueBble cnoBa: cTaHfapTHbIi obpasel pacTBopa, pakeTHOe TOMMuBO,
1,1-guMeTunrugpasuH.

Makanaga 3biMblpaH OTbIHbl — FeMTUMAi XXOHE OHbIH, biAblpay eHIMAEpPIH caHabIK
aHblKTaydblH CTaHdapTThl yrrinepiH xacay afictepi KenTipinreH.

TyiiHgi ce3pep: CyMbIKTBIH CTaHAapTThl YArici, 3biMblpaH OTbIHbI, 1,1-AuMe-
TUNTUAPA3MH.

The article provides a method of preparation of standard samples for the
quantitative determination of rocket fuel heptyl and its decay products.
Key words: standard sample of the solution, rocket fuel, 1,1- dimethylgydrazine.

B HacToswee Bpema B KasaxctaHe n Poccum B aHanUTUYECKON
XUMUMN B METOAMKAX ONPeLEneHns NpoayKTOB pacnaga rentuna s obb-
eKTax OKpyXXaloLen cpeabl NPUMEHSIIOT B KaYeCcTBE KanubpOoBOYHbIX
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pacTBOPOB rocyaapcTBeHHbIE CTaHAapTHble 06pa3subl (FCO) pacTsopos
1,1-aumeTunrugpasmia (HOMI vnu rentun) n HATPO3oAUMETUNAMU-
Ha (HOMA) ¢ maccoBoi KOHUeHTpauymen 1mr/cm® u OTHOCUTENbHON
NOrpeLUHOCTb0 He Gonee +5% npu AOBEPUTENbHON BEPOATHOCTU
P=0,95 (Okonoro-aHanutudeckasa accouuMaymsa «3KoaHanuTukay).
OTn cTaHjapTHble obpasuybl MOryT ObiTb WMCMNONb30BaHbI TOMbKO C
Lenbo NOCTPOEHUSA KanubpoBOYHOro rpadpuka ANns XULKOCTHbLIX XPo-
maTorpadpos [1].

3a pyGexxom B MeTOAUKax OnpejeneHus NpojyKToB pacnaja
rentTuna B OOBbEKTaX OKPYXALeid cpeibl NMPUMEHSIIOT B KavyecTBe
cTaHgapTHoro obpasua pacteop HOMA B mMeTaHone, NOnydYeHHbIN
nytem cmewmsaHua HOMA »n metaHona, B nocnejyloLjem 3anasH-
HbIX B amnynbl (aHanutuyeckuin ctaHgapt N-Nitrosodimethylamine
«solution», Homep npoaykta 40059, 5000 ug/ml B meTaHone, upma
«Supelcoy») [2]. HegocTaTkOM AaHHbIX CTaHAAPTHbIX 06pa3yoB ABNSA-
€TCA UX OrpaHUYEHHbIA J1anasoH UCNOMb30BaHUSA, HE NO3BONALLMIA
MOBbLICUTb TOMHOCTb ONPEAENEHUs aHanu3Mpyemoro BeLlecTsa.

CtaHgapTtHble pacteopbl HOMI n HOMA B auetoHe no3sondawoT
NPOBOAUTbL KOMUYECTBEHHOE OMpPESENEHNe 3TUX BELYECTB B NOYBE Npu
MCMonb30BaHUN B Ka4EeCTBE IKCTpareHTa aueToHa W rasoBon Xpoma-
Torpadun ¢ Macc-CnekTpomeTpudeckum aetektuposaHuem (MX-MC).

Ina paspaboTku ctaHgapTHoro obpasua npeanpuatma Heobxoau-
MO ObIino NOny4YuTb C BbICOKOW Yuctoton HOMI n HOMA. HanGonee
o6LLMM METOLOM CUHTE3a rMAPa3nHOB ABMAETCA 00pasoBaHWe CBA3U
a30T-asoT Npy peakyuy XrnopamMuHOB C aMMUAKOM, NEPBUYHBIMU UMK
BTOPUYHBIMU aMUHaMK:

W

\ / \ /
NH + CIN N—N + HCl (1)
\ \
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MpocTenmini NpUMep Takoro poja peakuuin — cuHTes Pawumra—
NPOMBILUNEHHbI CNOCO6 NPON3BOACTBA MM pa3nHa, OCyLUECTBNAEMbIN
B ABe CTajuu:

2NH, + NaOCI —> NaOH + NH.CI @)
NH, + NH,Cl + NaOH —» HNNH, + NaCl + H.0 @3)

Heyao6cTBO NnpumeHeHunsa xnopamuHoB B nabopatopumn obycnos-
NEHO MX HecTabunbHOCTbIO U TPYAHOCTbIO TOYHOW A03UPOBKKU [3].
MMapasvH 1 ero romonory Nerko ankuUnMpyloTcs Npu HarpeeaHuu ¢
ranoreHnpou3BogHbiMU. OAHAKO AMA UCMONb30BaHUA 3TUX peakuyuid
B CUHTETUYECKMX Lienax HeobXoAWmMO yuUTbIBaTb, YTO MPOAYKTbI
ankunMpoBaHWa Tak Xe Nerko MOryT nojsepratbCcs AarnbHenemy
ankunMpoBaHWIo, NPUYEM MNPEUMYLLUECTBEHHO MO TOMY >K& CamMOoMy
aTomy asoTa, BrnnoTb 40 06pa3oBaHUs YETBEPTUUHBIX MAAPA3UHOBbLIX
conen [4]:

H,NNH, + RX — RHNNH, + HX 4)
RHNNH, + RX — R,NNH, + HX )
R,NNH, + RX — [R,NNH,]'X ®)

MccnepgoBaHue CKOpOCTU peakuun MeTUninoguia ¢ rujpasvmHom
B BOAHbIX pacTBopax npoeegeHo B pabote R.A. Hasty [5]. OgHako
3Ta peakyns MOXET C YCNexXomMm NPUMEHATLCA 4N5 CUHTE3a MOHO3aMe-
LEHHbIX, U pexe 1,1-An3ameLleHHbIX rnapasnHos, a takxke 1,1,1-Tpu-
3aMELLEHHbIX MMApPa3nHOBbLIX conen. O4YEBUAHO, YTO HEOOXOAUMbIM
ycnosmem oBecrnevyeHns XOpOoLUMX BbIXOAOB MOHOAMKWIIMAPa3NHOB
ABNAETCH npumeHeHme GonbLuoro (4o 10-kpatHoro) usbbiTka rmapa-
31Ha, uToGbl npeaoTBpaTuUTh Gonee rnybokoe ankunupoBaHue [3].
ANKUNMPOBAHNE MOHO3aMELLEHHbIX TMAPA3UHOB ANA MNONYYEeHUs
1,1-4U3aMeLYeHHbIX C pas3fUyHbIMW pajukanamy BO3MOXHO, HO
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ncnonb3yeTca pejko BBMAY HEOOXOAUMOCTU NPUMEHEHUA U3ObITKa
LUEHHbIX MOHOANKUITMAPasMHOB U Hanuuua Gonee yaobHbIX nyTen
CUHTE3a HECUMMETPUYHBIX MMAPa3nHOB.

HuTpo3oamuHbl GbinM NOABEPrHYTHI BOCCTAHOBMNEHWUIO LMHKOBOIA
MbiNbK B BOAHON YKCYCHOW KMCNOTE yrke B nepebix paboTtax 3. duwepa
no CUHTE3y rujpasvHos [4]:

RN-NO + 2Zn + 4H" - RNNH, + 2Zn? + H,0 7)

Bonee yaOOHbIA N 3KOHOMWYHBLIA BapuaHT — BOCCTaHOBMIEHUE
amanbraMvpoBaHHbIM LIMHKOM B COMSHOW KWCMNOTE — LUMPOKO Npu-
MEHsAeTCca B nabopaTopHbIX YCMOBUAX ANSA MOMAYYEHUS HECUMME-
TPUYHbIX AUANKUATMAPA3UHOB, COAepXawux A0 8-MU YrmepoaHbIX
aTomoB [4]. YKa3aHHble Bbille METOAbI NOMYyYEHUS HECUMMETPUUHbBIX
AUanKUnruapasnuHoB U AaHHble 00 UX CTPOEHUW, CUHTE3e U CBONCTBAX
npueeseHbl B moHorpadun [6]. B paboTte nogpobHO pacCcMOTpEHbl Npo-
OGnembl 06E3BPEXUBAHNSA U OYUCTKUN NPOMBILLMEHHbLIX CTOKOB 1 OXPaHbl
BO3AYLLUHOro GacceiiHa, a Takke BOMPOChbl TOKCMKONOMMW rapasnHoB,
TEXHUKM 6e30nNacHOCTU U oxpaHbl Tpyaa. N3 nocneaHux paboT MOXHO
OTMETUTb CTaTbo [7], MOCBALYEHHYIO HOBbIM NyTAM yTunusayun HOMT.

Takum o6pasom, U3 NPOBEAEHHOrO KPaTkoro aHanusa nurepartyp-
HbIX AaHHbIX Mo cuHTesy HOMI moXHO caenaTb BbIBOS O TOM, YTO
Hanbonee yaoOHbIM B nabopatopHOl MpakTUKke METOAOM HABNAETCA
BOCCTAHOBNEHWe AUMETUNHUTPO30aMuHa. Hamu ocyLLecTBNEH CUHTES
HOMA 13 aumeTunamuHa no metoguke [8]:

(CH,),NH-HCI + HONO —» (CH,),N-NO + HCl + HO  (8)

Bbixog npoaykta (2 n 3 dpakyun) ¢ T.kun. 72-75°C/45mm co-
ctaendaet 58,0r1 (79 % TeopeTuyeckoro konudectesa). HOMA npegcTas-
nset cobor MacnsHUCTYIO XMAKOCTb XenToro yserta n '°=1,4365 ¢
uncToTon Bbilwe 99%.
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UuctoTy onpegenanu ¢ ydactuem AT «LeHTp dusuko-
XUMUYECKUX METOAOB aHanu3a» KasHY um.anb-®apabu B xoae npo-
BEASHUS MexnabopaTopHbIX CPaBHUTENbHbLIX UCNbITAHUA. CUHTE3
HOMI ocywecteneH BocctaHoBneHmem HIMA UMHKOBOW Mblnbio B
YKCYCHOI KMcnote cnegyiowmm obpasom.

(CH,N-NO + 2Zn + 4H* —> (CH)NNH, + 2Zn>* + HO  (9)

Bbixog uuctoro 6enoro npoaykta (HOMIN) ¢ T.n. 81-82°C co-
crasnsaet 9,0-9,5 r(67-73% TeopeTn4eckoro konuyectsa). [encTeys
Ha NOMy4YEeHHbIA MMAPOXMOPUL EAKAM Kanuem U NeperoHas npu at-
MOCHEPHOM AaBMEHUN MOXHO nonydute HOMI ¢ uwnctoToin 98%.
Maccosyto koHueHTpauuio (C) HOMA B craHaapTHom obpasue, mr/
CM® BbMUCHIAOT No hopmyne:

100-V (10)

rae u — maccosas gonsa HOMA B ucxogHom marepuane, %;
m — Hasecka HOMA, wr;
V — o6bem pacTtBopuTens, cm>.

Mpun C=1mr/cm®, 1=98% un V=100cm® macca Hasecku HOMA
coctaenseTr m=0,102r. Mpu nnotHoctn HOMA, paBHoi 1,006r1/cm®,
ob6vem VHIMA coctasut 0,1014cm®. AHanNOrMYHO paccyuTbiBanu
MacCoOBYI0 KOHUeHTpauyuio HOMT.

Ina npurotoBneHma craHaapTHbix obpasuyos HOMA (HOMT) c
KOHUeHTpaumeid 1 mr/cm® noctynaioT cneaytowum oGpasom. B mepHyto
kon6y emectumocTbio 100 cm® nomewatot 0,128 cm® HOMA (0,102 cm®
HOMTI), pa3taBngaoT aUeToHOM A0 METKUN 1 TLYaTENbHO NEPEMELLMBAIOT.
3atrem 5mn pacTtBopa cTaHgapTHoro obpasua noMeLyaloT B ammyny.
Monyyaembin pacteop HOMA (HOMI) ¢ maccoBoii KoHUeHTpauuern 1 mr/
CM®, OTHOCUTENBHOW NOrpeLlHocTbio +2,1% npu P=0,95 ucnonbaytor
Anga aHanusa 10r 3arpasHeHHon HOMIT nouBbl METOLOM ra3oBOW XPo-
marorpadum C Macc-CEneKkTUBHbIM AETEKTUPOBAHMEM. [MOrpeLHoCTb
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onpegeneHns coctaenaeT +4%. Npu NpuUroToBneHUU CTaHAAPTHOMO
o6pa3ya Heobxogumo cobniogaTte TpebGoBaHUA TexHUKM Gesonac-
HocTuK, paboTas ¢ xumuyeckummn peaktusamu no FOCT 12.1.007-76.
PacTBop yCTOWYMB B TEYEHUE 2MEC. MPU XPaHEHUM B MEpHOI konbe
C npunucpoBaHHoW NpobKoA B YCROBUAX, UCKMIOHAKOLUUX UcnapeHne
pacTBopuTens.

Takum obpasom, B pesynbrate UCMnonb30BaHMA CTaHAAPTHOrO 06-
pasua pacteopa HOMA (HOMI), npuroToBRNEHHOro nyTem CMeLLIMBaHUS
€ro 1 aueToHa C NoCneAyoLMM NOMELLEHNEM MOYYEHHOro pacTeopa
B amnyny, ¢ MacCoBOW KOHUeHTpaunen 1mr/cm®, OTHOCUTENbHOW Mo-
rpewHocTbio £2,1% npu P=0,95, pacumpsaeTca apceHan TEXHUYECKNX
CPeAcCTB, UCNOMb3YEMbIX ANA KONUYECTBEHHOrO onpejenedns HOMA
(HOMT) pasnuyHbiMy1 MeTogammn Xxpomarorpaduun. Pe3ynstatbl uccne-
[0BaHWIA NO3BOMSAOT NOBLICUTb TOYHOCTb @HaNM3a 1 4alT BO3MOXKHOCTb
NPOBOAUTb METPONOINMYECKYIO aTTeCTauuio METOLUK KONMYECTBEHHOMO
aHanusa HOMA »n HOMIC B nouBe metogom X-MC.
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