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cho tan va pha lodng bing mede téi 50,0 ml. Pha loding
5,0 ml dung djch nay t&i 750 0 ml bing nede. Cho 1,0 ml
dung dich thu duge vao dng thuy tinh ¢ nit mai, thém
5 ml dung djch natri hydroxyd I M (TT) va 1,0 ml dung
dp.h chuén ndi. Ddy kin, lic manh trong 1 min, ly tim néu
Lﬂl'l vi dung I6p trén.

Diéu kign sac ky: CHt thuy tinh dai 2 m, dudmg kmh
trong 2 mm, dugc nhdi bﬁns diatomit silan héa tam
3 % (kI/KD) polym:.lhylphenylmloxan

Khi mang: Nitrogen diing cho sdc ky khi, v&i lvu lrgng
30 ml/min.

Detector ion hda ngon Ira.

Duy tri nhi¢t d§ cft & 120 °C, nhiét d¢ detector va buong,
tiém ¢ 150 °C.

Thé tich tiém: 1 ul.

10.17 PINH LUQNG ACID 2-ETHYLHEXANOIC

Tién hanh phuong phap sdc ky khi (Phy Iyc 5.2).

Dung dich chudn néi: Hoa tan 100 mg acid 3-cyclohexyl
propionic (TT) trong cyclohexan (TT) va pha lodng vira du
100 ml véi cung dung méi.

Dung dich thir: Thém 4,0 _ml dung dich acid hydrocloric
33 % (/1) vao 0,300 g mau thir. Lic manh 2 lan, mdi lin
trong 1 min v6i 1,0 ml dung dich chuén néi. Doi téch lop
(néu can thiét, c6 thé ly tam dé tach 16p dugc tt hon), sir
dung dich gp cua céc 16p dich chiét & trén.

Dung dich déi chiéu: Hoa tan 75,0 mg acid 2-ethylhexanoic
(TT) trong dung dich chuan ndi va pha lodng vira du
50,0 ml véi dung dich chuan ni. Thém 4,0 ml dung dich
acrd hydrocloric 33 % (tt/tt) vao 1,0 ml dung dich vira pha
Lic manh trong 1 min. Boi tach lop (neu can thiét, co thé
ly tim dé tach 16p dugc tét hon). Gan lay 16p dich chiét
& trén. Tiép tuc thém 1,0 ml dung dich chuén ndi vao 16p
dich con lai ¢ dudi va lic manh trong 1 min. Doi téch lép
(néu can thiét, c6 thé ly tim dé tach 16p dugce tot hon), sir
dung dich gdp cia céc 16p dich chiét & trén.

Diéu kién sdc ky: .

Cot silica nung chay c6 nong réng, chiéu dai 10 m, dudng
kinh trong 0,53 mm, phu 16p pha tinh macrogol 20.000
2-nitroterephtalat (co bé day 1,0 pm);

Khi mang: Heli diing cho sac ky, voi toc d¢ dong 10 ml/min;
Detector ion hoa ngon lira.

Chuong trinh nhiét 6 nhu sau: -
" Thoigian Nhigtds Técdd ' Ghi chi
(min) (°C) | (°C/min) |
| Pang
0-2 40 | - | nhiét
‘ |
Nhiét do
C(")t - 7‘3 40 — 200 30 | léng deu |
e | Ping |
7.3-10,3 200 - nhigt |
7 | 7 |
Buéng tiém _ 200 ‘
Detector 300
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Thé tich tiém: 1 pl.

Cdch tién hanh:

Tién hanh sac ky dung dich thir va dung dich ddi chiéu.
Phép thir chi c6 gid trj khi d§ phén giai gira pic twong rng
voi acid 2-ethylhexanoic (pic dau tién) va pic dung djch
chuén ndi it nhét 1a 2,0.

Ham lwgng phan tram cua acid 2-ethylhexanoic dugc tinh
theo cong thire sau:

ATXImeCX2

Acx Iy X my
Trong do:
Ay 1a dién tich pic twong (rng véi acid 2-ethylhexanoic trén
sic ky db cua dung dich thi;
Ac ladién tich pic twong (rng vai acid 2-ethylhexanoic trén
sic ky do cua dung dich déi chiéu;
I+ 1 dién tich pic twong tmg vdi chat chudn ndi trén sic ky
d cia dung dich thir;
Ic ladién tich pic twrong (mg véi chat chuin ndi trén sic ky
do cua dung dich déi chiéu;
my 14 lugng cin mau thir tinh bang gam;
mc 1 lugng can acid 2-ethylhexanoic trong dung dich déi
chiéu, tinh bing gam.

10.18 XAC PINH ACID ACETIC TRONG PEPTID
TONG HQP

Tién hanh phwong phap sic ky 1ong (Phu luc 5.3).

Pha déng:

Pha dong A: Hoa tan 0,7 ml acid orthophosphoric (TT)
trong vira dd 1000 ml nwroc; diéu chinh pH t&1 3,0 véi dung
dich natri hydroxyd 40 % (TT).

Pha dong B: Methanol diing cho sdc ky long (TT).

Dung dich thir: Chun bi nhu mé ta & chuyén luén riéng.
Dung dich déi chiéu: Pha dung dich acid acetic 0,10 g/l tir
acid acetic bang (TT), st dung hdn hop 5 thé tich pha dong
B va 95 thé tich pha dong A lam dung moi.

Diéu kién sdc ky:

Cot kich thudc (250 mm x 4,6 mm), nhoi pha tinh C
(5 pm). ]

Detector quang pho tir ngoai dat & budce song 210 nm.
Téc d6 dong: 1,2 ml/min.

Thé tich tiém: 10 pl.

Chu’cmg trinh dung m(“)i nhur sau:

f Thb’l gian Pha dong A Pha dong B
\” (mm} (% mn) (%)
‘ ) 5

‘ -10 95 — 50 550

f 10-20 . 50 50

'{ 20-22 ; 50 — 95 505

‘ 22-30 95 5

Tién hanh sic ky dung dich ddi chiéu va dung dich thur.
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