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AMMUAK XWNOKWW BE3BOAHbIN
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["a3oxpomaTorpadHUecKuii MeTOA OnpeseneHns MaccoBoii 40N BOAbI 28995-91
Lcquefied anhydrous ammonia for industrial use.
Determination of water content. Gas chromatographic method (NCO 7104-85)
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[ara sseneHun 01.07.92

HacToswwuii cTaHAapT ycTaHaBIMBAET ra3oxpomartorpadmyueckuii MeTog onpegenieHns MaccoBoi fou
BOAbl B XXNAKOM TEXHWYECKOM aMMMake ¢ MaccoBoit goneit ot 0.0005 % go 0,3 %.

MeTo OCHOBaH Ha MpeBpaLLeHnM COofepiKalleiics B aMMuake BOAbl B aLETWNeH MyTeM peakuuu
Kapbuaom KanbLuns 1 onpefeNieHnn KonmyecTsa 06pa3oBaBLUErocs aleTuaeHa MeTOAOM ra3oBoil Xpomaro-
rpagum.

1 OTBOP MPOB

Mpobbl XWAKOro amMMuaKa crefyet oTéupaTb B creluanbHblii 6a110HUMK U3 HepXaBetoLeld ctanm
no NOCT 6221.

2. ANMAPATYPA I PEAKTW/BDI

Y3en ot6opa npob6 no FOCT 6221.
bannoHumK cneymnanbHblii M3 Hepxasetoweid ctanm no MOCT 6221,
PeakTop v3 Hep)xasetoLLei cTanm (CM. YepTex).

PeakTtop

Xpomatorpad n1abopaTopHblii yHUBepcanbHbli JIXM-80, Mogens 2 nnv nto6oii apyroii xpomatorpad,
YKOM/IEKTOBAHHBbII:

- [LleTeKTOPOM MOHM3aL MM B MaMeHN BTOPOI KaTeropuu ¢ npeaenom obHapy>XeHus 06beMHON [0u
aueTuseHa, He npesbiwawowmm MO™ %, npu “cnofbL30BaHUM a30Ta B KAYeCTBE rasa-HoCUTenNs;
M3naHue oduymnanbHoe MepeneyaTka BocnpeLleHa
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- TEPMOCTaTOM KONIOHOK C aBTOMaTWUYeCKUM PerynsaTopoM TeMmneparypbl, 06ecneynsatoLLuM ycTaHOB-
Ky TemnepaTypbl He Hvke 50 "C ¢ MOrpewwHocTbo, He npeBbilaroLein 5 “C; pexum padboTbl n3omeTpuyec-
KWIA; BPEMS BbIXOfla Ha PEXMUM He MNpeBbllIaeT 2 u;

- 3/IEKTPOHHbLIM aBTOMaTMyecKum noTteHunomeTpom tna KCr1-4 knacca 0,5. guanasoH n3MepeHns
ot 0,1 fo 0,9 mB;

- 6ecCMa’0yHbIM ra3oBbIM KpaHOM MOBOPOTHOrO TMNa ¢ KaMbpoBaHHLIMU CMEHHbIMW 403aMWN BMEC-
TUMOCTbIO 2 N 5 cM3;

- 610KOM NOArOTOBKM ra3oB /19 OYMCTKMW, PErynupoBaHus 1 ctabunusaumm AByx NOTOKOB rasa-Ho-
CUTENS C MOMOLLUBK PErynsTopoB [aBfieHNs U PErynsTopoB pacxofa, 06ecrneymBatolLM BO3MOXHOCTb
YCTaHOBKM PacxofoB He MeHee 6 AM’/Y B KaXXAOA NMHWWM MpPWU BXOAHOM faBreHMM He Huxe 2026 Mla
(2 krc/em?);

- KOJIOHKOW pa3fenuTeNibHoW CTasnbHOW A/IMHON 2 M. BHYTPEHHUM AUaMeTpoOM 3 MM.

WHTerpatop nto60oin mapku.

NuHelika 300 no MOCT 427.

Nyna n3meputensHasa no FOCI 25706.

CekyHpomep COMMp-36-1—000 no H A nnn aHanorMyHoro Tuna.

Ha6op cut «®usnpubop» no FOCT 6613 nam cuTa aHaNOrMYHOro TUna.

LW kat cywmnbHblid Tna 2b-151 unm gpyroro Tvna ¢ perynnpyemoin Temnepatypoit ot 40 ‘C go
200 ‘C.

Kamepa fns razoo6pasHoro aMMuaka 13 nonmatuaeHa sMectumoctbio oT 30 go 50 gm3

CreknotkaHb no NOCT 10727.

baHa BogsaHas.

Yaluka BbinapuTensHas no MOCT 9147.

Crtynka 3 no FOCT 9147.

Mectnk 3 no MOCT 9147.

Hacoc BakyymHbIii o FTOCT 25663.

I"pafympoBoYHas 6UHapHas ra3oBas CMeCh aLeTUAeHa B UHEPTHOM rase C 06beMHOV Joneild aueTuieHa
0.01 %—0,05 % v norpewHocTbO £10 % WAW NPUTOTOB/IEHHAA B COOTBETCTBUW C M. 3.4 C MOrPELIHOCTbLIO
+10%.

ALEeTUEH ra3o06pasHbIil U CKMKEHHbIA no FOCT 5457.

Kap6up kanbuua no TOCT 1460.

A30T rasoobpasHblii no FOCT 9293.

Bopopog no MOCT 3022.

Bo3ayx 4ns nuTaHWUs MHeBMaTUYeCKUX NpM6OpPOB M CPefcTB aBToOMaTU3aLmm.

Cunukarenb no FOCT 3956 mapkn KCM unn ACM (pasmep yvactuy, ot 0,15 go 0,18 mm).

CraymnoHapHas thasa —pau-(2-aTunarekcun) cebaymHar.

[uvatunosbiii acup no HTA.

3. NOAroToBKA K AHANN3Y

3.1. MoaroToBKa pa3genuTeNnsbHON KOMOHKM

21 an-(2-aTunrekcun) cebalmHaTa pacteopstoT B 10—15cm3anaTnnoBoro agmpa n gobasnstot 100 r
cunukarens. TuwaTenbHO NEPEMELLMBAIOT B BbITSDKHOM LUKay C XOPOLLUEA BEHTUNSALMENA A0 TeX Mop. Moka
OVSTUNOBBLIA 3(hMP HE MCNapuTCH MOMHOCTbIO. OCTaTKWM [HITUIOBOrO adupa yAansoT HarpesaHuem B
TeYeHUe HEeCKONbKMX YacoB B CYLUMALHOM LWKady npu TemnepaType 60 *C.

MpUroToBNEHHON HAcaAKON 3amnoNHAT pa3fenuTenbHY KOMOHKY. KonoHKa AO/MKHa naBaTb X0po-
LUne pasfeneHHble MUKW aLeTuaeHa 1 NpUMeceil (Hanpumep MeTaHa), KOTOpble MOryT NPUCYTCTBOBAThL B
XULKOM aMMUakKe.

3.2. TMopgroToBka Kapbuaa KanbLus

Kapbua kanbuus n3menbyaroT B (hapopoBoil cTynke Ao vacTuy pasmepom oT 0,25 go 4 mm.
M3menbueHvie NpoBOAAT B CyXoi aTmocdepe, ANS Yero Haf CTYMKOW cnefyeT HempepbiBHO MPOMycKaThb C
HebO0/bLLIO CKOPOCTLIO NMOTOK CyXOro a3ota. [ns OCyl KM NponyckaloT yepe3 gse U-o06pasHble TPyoOKM,
3amnosiHeHHble CcMecblo okcuga (ocgopa (V) 1 nemsbl. 3MenbyeHHbI Kapbug KanbLus MNpocevBaroT U
oT6upatoT pakyuio 0,25—1,0 Mm.

Kapbug kanbLus XpaHAT B repMETUYHO 3aKPbITOM COCY/e 1 Mepes Ucnosb30BaHWeM NpPoAyBatoT CyXUM
a30ToOM Ana yaaneHus auetuneHa. OTCyTCTBUE aueTuneHa NPoBepA0T C NOMOLLbIO XpoMaTorpafpuyeckoro
aHanmsa.
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3.3. lNogrotoska peakTopa

PeakTop Ans kap6uga kanbums (CM. YepTeX) npeacta&TseT CO60M LMAMHAP U3 HepXXaBetoLLel cTanu
C ByMSl BEHTUAAMM Ha KOHLAX; paccumTaH Ha gasneHue 2 Mla.

3anonHAKT peakTop KapbuaoMm KanbLWs U NPOAyBalOT MOTOKOM CYXOro asoTa.

Mpn obecneyeHN MUHUMANBLHOTO KOHTaKTa C aTMOCKEPHbIM BO3AYXOM NpY 3amoNHEHUN peakTopa
KapbuaoMm KanbLWs BpeMs NPOAYBKW He MpeBbllaeT 2 u.

B npouecce nNpoAyBKW MPOBEPSAIOT a30T, MPOXOAALLMIA Yepe3 pPeakTop, Ha CofepXKaHue aueTuieHa.
AHann3 ammuaka cnefyeT NpoBoAMTb TOIbKO NPW OTCYTCTBUM aLeTueHa B a3oTe, BbIXOAALLEM M3 peakTopa.

Ecnu ammuak cogepxunt o7 0,2 % g0 0,3 % macc, Bofbl, TO Kapbug KanbLus cnegyeT 3aMeHsTb nochne
aHanmsa Tpex npob6.

MpumMcuaHuUe. Hec cnegyeT MbiTb PEAKTOP BOAOIA.

3.4. TlpuroToBneHWe rpagyvMpoBOYHbLIX CMECe aleTuneHa

BuHapHble rpaflyMpoBOYHbIE CMECU aueTueHa B MHEPTHOM rase ¢ 06bEMHOI Joneid aueTuneHa ot
0,005 % 0 0.1 % roToBAT 06bEMHO-MaHOMETPUYECKM METOAOM B METa/IIMYECKUX BanioHax BMECTMMOC-
Tbto 1—5 AM3 paccumTaHHbIX Ha pabodee aasneHne 100—150 aTm.

TwarenbHO 06e3XXNPEHHbIA, 0CBOGOXAEHHbIV OT MeXaHUYECKUX NPUMECEN, CyXOi 6anfioH 13 Hepxa-
BEIOLLIE CTaM OTKauMBarT A0 OCTaTOYHOro fasneHms 4 102—7 10° Ma (3—5 MM pT. CT.), 3anofiHAT
WHEPTHbIM ra3oM W MOBTOPHO BaKyyMUPYHOT.

B cOOTBETCTBUM C HEOOXOAMMON KOHLEHTpaLMeid, BMECTUMOCTbIO GannoHa 1 NPUHMMAEMbIM faaTte-
HHeM B 6affioHe MpeABapuTENbHO PacCUMTLIBAKOT KOMMYECTBO aLeTuIeHa, KOTOPOe AOMKHO ObiTb BBEEHO
B 6annoH.

ALeTuneH BBOAAT B 6a/I/IOH C MOMOLLbHO LUNPUMLA Yepes LWTYLep, CHabXeHHbI Npobkoli 13 camoyn-
NOTHAKOLWeNCA pe3uHbl. TMocne BBefeHWS B GanoH aueTuneHa 6anioH NPUCOeAUHSAOT K GannoHy C
WHEPTHbLIM ra3oM M C MCMO/b30BaHNeM 06pa3LLloBOro MaHOMeTpa Ha 160 aTm [0BOAAT AaBfeHME B HEM A0
pacyeTHoro.

MpWroToBNEHHYIO rPasyypoOBOYHYIO CMECh BbILEPXKMBAIOT ANS MepeMeLllBaHnsa oT 2 1o 5 aHeld.

3.5. MogroToBka xpomarorpaga

BkntoyaroT xpomatorpad B COOTBETCTBMM C MpUIaraeMoil K HeMy WHCTPYKLWEA W yCTaHaBuBaroT
paboumnini pexxum:

- TemnepaTypa TepmocTara KonoHok — 50 "C;

- pacxop rasa-Hocutens asota — 3 gM3u;

- pacxofpbl BOAOPOAA U BO3AyXa, 06ecneynBaroLe MakCMManbHbli OTKANK NaMeHHO-UOHU3aLNOH-
HOro [leTeKTopa, NoAbupatoT 3KCNepPUMEHTASLHO;

- CKOpOCTb AMarpaMmMHOi NeHTbl — 240 MMm/4, 06bem o3bl — oT | go 5 cm3 (B 3aBUCUMMOCTU OT
KOHLEHTpaLMn Bofbl B aMMUakKe).

3.6. pagyvipoBaHue xpomatorpaga

[pasyvpoBaHne NPoBOAAT METOAOM BHeLUHero ctaHgapra. [ns rpafyvpoBaHus UCNOMb3YIOT rpagy-
MPOBOYHYIO ra3oBYK CMeCb aueTuneHa. pagyvpoBOYHON CMeChbi0 MPOAYBAlOT KpaH-403aTop M A03Y B
TeyeHne 10—20 c, noc/ne Yero NOBOPOTOM KpaHa [03aTopa BBOAAT rpafyvMpOBOYHYHO rasoBYK CMeCb B
KOJIOHKY XpomaTorpadga.

3anucbiBalT XpoMaTorpaMmy rpagyvpoBOYHON CMecy 1M U3MEPSOT N/oWaib NuKa aueTuneHa.

4. MPOBEAEHNE AHAJIU3A

4.1. OT60p NpobLI aMMUaKa B peakTop M MPOBEAEHNE PeakLmn

CoefMHAIOT NOATOTOBNEHHbI peakTop ¢ MPO600TOOPHMKOM ammuaka. MpobooT60pHMK yCTaHaBu-
BalOT TakUM 06pa3oM, YTOObI 13 HEFr0 MOXHO ObIfI0 0TOMPaTb TOMLKO XUAKUA aMMUaK.

OTKpbIBAKT MO OYepean BeHTUAb NPO6O0TOOPHMKA, BXOAHON BEHTW/Ib peakTopa, a 3aTeM BbIXOAHOM
BeHTW/b. pONYyCKalOT XUAKWA aMMWakK B TeYeHUe NPUMEPHO 2 MUH, a 3aTeM 3aKpbiBalOT BEHTUAN B
o6paTHOM MopsaKe.

BblgepxmBatoT peaktop B TedeHue oT 20 4o 30 MUH (B 3aBMCMMOCTU OT KOHLEHTpaLMmn Bogbl — ans
60/bLUEl KOHLEHTpaLMn BpeMsi BbIAEPXKN MeHbLUe). COegUHAIOT BbIXOAHON BEHTUNb peakTopa ¢ Mou-
3TWIEHOBOW KaMepoWi, MpeABapuTeNbHO MPOAyTOl a3oToM Mo A. 3.2 1M BaKyyMNPOBaHHOW C MOMOLLbHO
BaKyyMHOr0 Hacoca [0 faaTeHHs okono 100 Ma. OTKpbIBatOT BbIXOAHOV BEHTUNb peakTopa. Mpu 3ToM
amMMuaK UCrapseTcs 1 3ano/iHAeT NOM3ITUNEHOBYIO Kamepy. 3aTeM HarpeBatoT peakTop B 6aHe ¢ Kunsuiei
BOAOW B TeyeHne 15 MUH.
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BblaepX1BaOT NOMMITUIEHOBYIO Kamepy OT 150 30 MUH, Nepuoauyueckn BCTPSXUBaS.

Mpum ey anune. Mo CoOBPaXKEHUSIM TEXHUKM 6E30MACHOCTM TeMMepaTypa peakTopa ¢ XWUAKAM aMMUAKOM
Npy NPOBEEHNN PCaKUMK HC AOMKHA NPeBbILLIATL TeMMepaTypy peakTopa Bo BpeMsi 0T60opa Npo6bl XUAKOro aMMuaka.

B xpomarorpag kKpaHoM-£03aTOPOM BBOAAT ra3oByt0 CMech. Kak npasuio, xpomarorpamma coctont
U3 BYX MUKOB: MepBblii COOTBETCTBYET MeTaHy, pacTBOPEHHOMY B aMMUaKe, BTOPOI COOTBETCTBYET alle-
TuNeHy. 06pa3oBaBLUEMYCS B pesy/bTaTe peakLuu CoflepyKalleiicsl B aMMnake Bodbl C KapbuaoM KasbLius.
lMocre 3TOro 3anucbIBalT XPOMATOrpaMMy TaKoro e 06bema rpagyvupoBOYHOI CMecH.

5. OBPABOTKA PE3YJ/IbTATOB

13MepstoT Nowwaan NMKoB aueTUeHa, COOTBETCTBYIOLLENO Bare BXKUAKOM aMMUaKe, 1 aLeTureHa,
COZiEPXKALLErocs B rpadyMpoBOYHOI CMecH.

MockonbKy 1 MOMb aueTuneHa COOTBETCTBYET | MOMO BOAbl, MAccoByl [0/ BOAbl B YKWAKOM
ammuake (X) B MPOLEHTaX BbIYMCASIOT MO (hopmyne

e

X 1,052.

rge S — nnowaab NuKa aueTuneHa, NoAyUYeHHOro 45 XUAKOro aMmuaka;
51, — nnowaab nuka aueTuneHa, noyYeHHoro s rpagyyupoBOYHON CMeCH;
C —o06beMHast fonsa aueTuieHa B rpagyVpoOBOYHOM CMECK B MPOLEHTax:
1.052 — ¢hakTOp NepecyeTa 06LEMHbIX J0Nel B MacCoBbIE.
3a pesynbTaT M3MepPeHUs MPUHMMAIOT CpefHeapuMeTUYeCcKoe pe3ynbTaToB ABYX MapaisefibHbIX
onpegeneHuii.

6. TPEBOBAHWA BE3OMACHOCTW

Kap6ug Kanbuus GYpHO pearvpyeT C BOAOW C BblAeNeHWEM aueTuneHa. Bblaensowuniics aueTuneH
SIBNSIETCS IErKOBOCM/TAMEHSIOLLMMCS BELLLECTBOM U NMPU HAarpeBaHWM MOXET B3pblBaTbCs. Kapbug KanbLus
[OMKEH XPaHWUTbCA B YCNOBUSX, WCKMIOUAIOLWMX MNoMagaHue Bnarn. Bce onepaumy ¢ HUM U KUAKUM
aMMMaKoOM HY)XHO NMPOBOAWTbL TOMbKO BHYTPW XOPOLLO BEHTUMPYEMOTO BbITSXKHOTO LUKaga.
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NH®OPMALWMOHHbLIE AAHHBIE
1 MOArOoTOB/EH N BHECEH [ocynapCTBEHHON arpOXMMWUYECKOA accoLpaLneit «ArpoxXHv»

2. YTBEPX/JEH W BBEJEH B JEVNCTBWE MocTaHoBneHnem ocyaapctBeHHoro kommuteta CCCP Ho
YMNpaB/eHN0 KayecTBOM MPOAyKUMM 1 cTaHgapTam oT 29.04.91 Ne 611

HacToswwmiA cTaHAapT NOArOTOB/IEH METOAOM MPAIMOTO MPUMEHEHUSI MEXAyHapoAHoro ctaHaapTa MCO 7104—85
«KnaKnii 6e380aHbIN aMMuaK ANns NPOMbILLJIEHHOr0 UCMONb30BaHKsA. OnpefeneHne coaepXaHus Boabl.
"a30xpomarorpaguyeckHii MeTo/» 1 MOMHOCTbIO eMY COOTBETCTBYET

3. CCbI/TIOYHbLIE HOPMATUBHO-TEXHUYECKWE AOKYMEHTbI

O6o3HayeHne HT/. Ha KOTOPbLIW faHa cCbinka Homep pasgena

FOCT 427-75

FOCT 1460-S1
rOCT 3022-80
FOCT 3956-76
FOCT 5457-75
FOCT 6221-90
FOCT 6613-86
FOCT 9147-80
FOCT 9293-74
FOCT 10727-91
FOCT 25663-83
FOCT 25706-83
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4. MEPEUSAAHWE. Asryct 2004 r.



Penamop B.H. Konbicos
TexHuyeckuii pegaktop B.H. Mpycakosa
KoppekTtop B.H. Bapcnuosa
KomnbioTepHas BepcTka W.J1. Ha.reiikunoii
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