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(. NGUYEN TAC CUA PHUONG PHAP

Phuong phap dwgc tién hanh dua trén nguyén tac tach cac
ciu 1t hydrocacbon trong khi thién nhién bing may sic ky khi
sau o dem so sanh véi cde cdu t twong Gng cha cac hon hop
chufin da bidt trwde thanh phin va cling duge tich & cac diéu
kicn phan tich nhuw mau thye. Cac hydrocachon ndng cta khi
thi¢n nhién duge tap hop lai trong nhitng pic khong can doi -
hiing cach ddi nguwoe chiéu frye tiép cia khi mang dé tao thanh
cac pic khi ndng ¢ cudi. Ham luwgng ctia cac cdu L& duge xac dinb
nho <o sanh chiéu cao cua pic va dién lich pic.

9 DUNG CU, VAT LIEU VA THUOC THU

2oL Dung ey, vat liéu.

May siic k¥ khi GCHF 18 — 3 hodc cac may siac Ky khie cian
thoa man cic diéu kién ky thuat sau:

Detestor (detecto ion hoa ngon Iira hoac deteclo dan nhict)
phii ¢6 d6 nhay thich hop dé tao ra mot pic ¢6 chicua cao trén
may tir ghi thdp nhdt 1a 20 mm cho miu 0,5 ml chira 1% n-butan
{rong cac diéu kién phan tich;

May ty ghi. Bang biéu do cha may ty ghi phai la loai 10mV
hoac nhd hon. Théi gian can bang cuc dai cho toan bing
Ja 2 giay va téc do bang gidy t6i thicu dat 2 mm/phut.

Tharg nhay. Gia {ing ting budce thang nhay cla méay phai
bio dam cho pie cwe dai & may ty ghi. Thang nhay phéi chinh
xac den 0.0,
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Bo ditu khién nhi¢t do. Cot phan tich phai dwoe gidr ¥
nhiét do khong doi (s.u léch cho pth khong qua 0,30 C) trong
quéa trinh phan tich miu that va mau chudn, bo diéu khién nhict
do phii thoa man dwoce diéu kién trén.

Hé théng bom miAu. Hé théng van bom mau bio dim dua
cac ¢ mau 0,25:;0,5: 1,0 1,5; 2 va 2,5 ml. Theé tich mau dua
vao phai lip lai trong cac lin bom mau lién tiép nhau. Do sai
léch gnra hai 1an bom mau chi dwge phép la 1 mm (theo chicu
cao cta pic) hodc la 19 (theo di¢n tich pic). Ri¢ng mau d¢ phan
tich hexan va cic cfiu t&r ning hon phéicho vao cie the uch cO
dinh hay tir cic Ong ¢6 dudng kinh Ioén hon 5 mm.

Cot phan tich (cot tach). Cot tach ¢6 kha nang tich duwoe cac
cflu tir tr métan dén n. pontdn But tu ghi phai trd lai dudnyg co
ban gitta hai khe pic ndi ti¢p nhau. DOl voi cde: cdu e duoc
tach sau prapan, but tyr ghi chi duoc léch 19 so vai toan hi dai
bing duge do & thang nhay nhidt clia may. Dam bio cho phcp
phan lich két thie trong vong 48 phat. Ké ci vice dio dong khi
mang chi tiét, chuiin bi ¢t phin tich xem trong ‘phy lie | ¢l
tieu ch‘lmn nay.

2.2. Thude thl'r

Khi mang va khi phy tro (co thé 1a hydro, nito va kihony khbi
nén). Luru lwong ctia cac khi nay khi cho may phai 6n dinh. Cho
phép thay doi l(hong qua 1% trong sudl qud frinh phan iich.

Chat lam kho (pento\lt phoi pho, canxi clorua dwee chuan
bi nhu phu luc 2 clia tiéu chuin nay.

ChAt chuin. Chuin bi hén hop thuin xem trong phuy lue  cla
tiéu chuian nay.

3, CHUAN BJ] PHAN TiCH

3.1. Chuan bi diéu kién phan tich

Van hanh tha may GCIHF 18—3

Cot phan tich bang thép khong gi ddi 3m, dudng kinh trong
3mm duge nhoi diy gach chiu lta ¢6 kich thuoe hat 0,15—0.20mm
tAm 20 % n-hexadecan; nhi¢t d¢ cot phan tich 550C; lueng mau
th 0,25 ml hoite 0,5ml: toe do bang gidy 600 mm/gic
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3.2. The tie h mau phin tich

The tich mau nhan tich duoc duwa vao may 1 0,25 ml hodc
0,5 ml. : -
3.3, Lap ot phan tich vao may, diéu chinh cae diéu kién van
hanh etia may ding v6i cae diéu kién phan tich. Sdu khi chay thi
this dung co sé di on dinh va may hoat dong binh thuong tién
hanh bom mdu chuian vao may dé thir d¢ van hanh cla may. bo
lip i »hai bido dim khong thay d6i qua 1mun theo chidu cao
troi- 15 theo dién tich cua pic.

. CIUAN BI MAU VA DUA MAU VAO MAY PHAN TiCH

f.1. Néu cac mau thir ¢6 chia khi hydro sunfua (H,S) phai
]o_:_ii h{.“ kKhi 112(1)’.

1.2 Tao nhiét d¢ cho hinh chia mau bing hodc cao hon nhiét
do b nap mau. Noi van ra ctia binh ehira mau véi van bom miu
ctia may siie ky khi bing cac éng kim loai hode éng thay tinh
ngda. Tiwrdng hop cin xace dinh that chinh xac hexan va cac cdu L&
piang hewo v mauchwa dwge lam kho phai lip 611g lam kho ¢ giira
bini chita miu va budng bom miu clia may sic ky khi. Khong nén
i nn;) oi bang cao su.

3. Mo van vao etia bo phan bom mau va diy miu di qua. N6j
divn Hm:'xt rcia mau phan tich & bo phan bom méu véi dng chira
nudre & phia duordi dé quan sat miee do lueu lrgng miu. Diéu chinh
hen Teong hop véi 1, 2 giot trong mot gidy. Gitr téc do nhu vay
trong 3 phit d¢ cho k hrmg_, khi trong 6ng noi va cac bo phan khac
hi duci hét ra. Dién chinh dudmg co s cha may ty ghi hop voi
dicin € etta biing gidy bom mau vdo may. Néu binh dung mau
Kivong da dp sudt r ddy duge miu vio bd phian bom miu, cé’
the dung thiy ngan hoge nwde mudi bito hoa da axit hoéa (pH=3)
d¢ diy m#n vao bo phan bom nap. Co the ding khi mang d¢ dua
man vao, phid git ap swit on dinh khi phan tech miu chufn
ciing nhar phan tieh mau thue.

XAY DING DUONG CHUAN

CAc man chuan cta tng cdu tr khic nhau dwge pha & chc
. +a . - a0 ? . i = A B
noug o khiae nhau (nhu quy dinh ¢ phu lue 3 cta tiéu chuin
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nay) dwoc bom lin lwgt tir miu ¢6 nong do thip dén miu ¢o

nong do cao. Trén may, do chinh xac c'hleu cao n hodc dién lich

clia tung nong d0 khac nhau clia cdu t&r. V& duong chuin cua

tirng cdu tir & cac thang nhay khéc nhau trén gidy milimét. (Puwong

chufin nay biéu thi mdi twong quan gifra chi¢u cao hay di¢n tich
@ ~ 2 s Yy W L

cua cdu tr véi phan trim the tich).

6. PHAN TiCH CAC CAU TU" HYDRO CACBON
TREN- COT TACH N-HEXADECAN

Bom miu vdo may siic ky khi, khi nbén duge sic do dén
n-pentan thi d4o nguwoc chiéu khi mang (néu hexan va cic ciu (&
nidng khéc cin dwoe xéce dinh),

Piéu chinh thang nhay clia may sao cho pic clia ting ciu tir
c6 chidu cao cuwe dai trén biing gidy. Két thie phan tich khi hexan
va cac cdu tir niing hon ra khoi et va bit tw ghi trd vé dudng
co SO.

Chu thich :

1. Viee déo oot khi mang c6 the thye hién sau kbi n-butan duoc tach
khoi cot néu khéng cin xéc djnh chi tiét che edu tir ning hon ty
Cs tré 1én.

2. Néu trong trudong hgp meétan hay étan trong miu c6 ndbng do Lin
hon 10% th@ tich thi pic nhan duge s@ vurgt thang, ¢é thd liy két
qui meétan & cot thch oxy, hydro & zeolit 5A, hofic cung ¢6 the
pha lo.mg miAu bing khéng khi, Sau do tinh phin tram thé
tich ctia métan vd &tan theo hé 88 pha loiing clia propan gida
hai miu truede va sau khi pha lodng.

3. Trude khi phan tich miu that, ngodi vite kidm tra d¢ lip lai
ctia may, cin tién hanh kiém tra d¢ On dinh cua miy bing
chch phan tich mot miu chuian dd bidt trude nong d6. Sau d6 so
sanh chiéu cao hofic dign tichw ctia mfAu chuiin nay voi dudng
chulin da duogc thidt lap. N&u thiy co sy sai léeh dang ke phai
ki¢m (tra lai cic diéu ki¢n vin hdnh cia may.

7. TINH TOAN KET QUA

7.1. Do chiéu cao hay dién tich cta cac céuv tir, hi¢u chinh
d® dua v clung thang nhay voi dudng chuiin iwrong ting i co.
So sanh tlrng cdu t& voi duodng chudn twong tng va doc true
tiép ndng do elia tung ciu i,
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7.2. Tinh toAn két qua clia cac ciu ti sau khi dio nguwoc
dong khi mang.

Do di¢n tich hexan va cic cdu tir ning hon. Thue hién hiéu
chinh cic kél qua nay. Sau d6 14y dién tich di hiéu chinh so
sanh véi dudng chuin va doc duge cac gia tri clia ching.

8. PANH GIA KET QUA

8.1. Sai léch cho phép gitra hai Iin xic dinh song song
khong vuot qua cac gia tri trong bang 1

Bing 1
CAu tir (% thé tich) " Sai léch cho phép, %
T O dé&n ! 0,05
P4nhon 1 dén 3 0.07
» 3 » 25 0,18
n 25 0,40
(¢ v4 chc phin niing hon 5% theo tdng s6

8.2. Sai léch cho phép cha ciac két qua xac dinh song song
gitta hai phong thi nghiém khong vuot qua cdc gia tri trong
bang 2
Bang 2

Ciu t& (% the tich) Sai 1¢ch 1én nhit, %

T 0 dén 1 0,06
Lén hont » 3 0,10

»  5dén 25 i 0,20
[.&ém hon 25 i 0,60
Ce va céhc cdu U ning hon 10% tdng s6
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CHE TAO COT PHAN TiCH N — HEXADECAN

1. Rita sach c¢Ot thép khong gi dai 3m dwdng kinh trong
3mm biing nude cdt. Sau d6 rira lai biang axéton roi lam kho
biing cach thoi khong khi kho va sach qua col.

2. S4y kho 20g gach chiu ltra ¢6 ¢& hat ta 0,15 — 0,25 mum
trong tu, sdy & nhiét do 3500C trong 6 gio. Sau do lam ngudi
trong binh hat dm.

3. Can 5¢g n — hexadexan (loai tinh khi¢t dung cho sac ky
khi). Cho n — hexadecan vao c6c dung tich 250 ml roi thém vio
d6 60 ml clorofom tinh khiét phin tich. Rfra c¢dc dung n—lexa-
decan nhi¢u lin bing clorofom* Khudy déu hon hop sau d6 db
te tor 20 g gach chiu lra dd hoat hoa vao cde dung dung dich,
vira d6 vira dung ddia thay tinh khudy. beé cach di¢n hon hop
¢ nhiét do phong dén khi nhan dwoe guch chin lta knd. Dem
sdy tiép hon hop & nhiét do 55°C trong 2 gio. Dit vio binh hut
am dé lam ngudi. |

4. Bit ddu cot thép did rira sach theo diéu 1 biang bong thuy
tinh didy khoang 0,5cm va mot ludi dong & ngoai, diu nay
duge ndi voi mot may hat chan khong qua mot binh bdo hiém.
Diu con lai clia cot duge lip véi mot dng nap ¢ot hay mdt phén
thiy tinh nhd. Khé d6 gach chiu ltta da tdm n — hexadecan vao
dng nap mau hodc thiy tinh. M& may hit chan khong, gd nhe
cOt lien tue (n&u ¢6 may rung, lip ¢ft vao may rung) trong sudt
qué trinh nap cot.

fa—-
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PHA MAU CHUAN

Pha céc chilt chufin ¢6 cac nong do khic nhau trong cae chai
¢6 the tich 350 - 500 ml theo ciach sau: Dang 2 burel, mal ¢d
dung tich 50 ml va mét ¢6 dung tich 250 ml. Cic buret nay déu
¢b khoa 3 chiéu & molLdia va di + kia ndi voi binh thung bing
va duge lap theo hinh 1 (xem phu ban). Buret nhd dong 4@ dinh
mitc chinh xdc chc thé tiech khi chufin gdc vi khi nvilo (O)
Dung binh thing bing cia buret nhd bing chinh hon hop khi
‘& buret 16m. Dang binh thing béng & buret 1on ddy hon hop
khi chuin vira pha duwoc vao moét chai dung diy nude muoi
bio hoa di axit hoa.

Bing 3 1a mol dién hinh vé cac the tich khi edn thict @@ pha
diy chil chuin cho ¢du (& propan.

The twl! khi Cstlg Thé tizh khi N2, ml Noug dg, £ |
chuin, ml | ; o |
| 25,3 | 225 | 10,0300 |
i 50,7 200 | 8,040 !
24,6 ! 228 } (,9330 |
19,4 232 | 0,5120) |

| 95,3 295 s 0,201,
25,4 225 0,0997 -f
25,9 225 . 0,051 i




