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Bdn mong: Silica gel G.

Dung mdi khai trién: Amoniac 13,5 M - nwdc - methanol
(10:15:75).

Dung dich thir: Lic mdt lugng b6t vién chira 0,50 g
ethambutol hydroclorid trong 5 min vé&i 10 ml methanol
Dung dich déi chiéu: Dung dich 2-aminobutanol chuén cé
ndng 46 0,050 % trong methanol (TT).

Cach tién hanh: Chim riéng biét 1én ban moéng 2 pl méi
dung dich trén. Sau khi trién khai, 4 khé ban mong ngoai
khéng khi, sdy & 110 °C trong S min, & ngudi, phun 1én ban
mong dung dich ninhydrin (TT,), sau d6 siy & 110 °C trong
5 min. Bét ky vét nao tuong tmg véi 2-aminobutanol trén
siic ky 6 thu dugc cua dung dich thir khéng dwoc dam hon
vét trén sic ky d6 thu dugc cia dung dich dbi chiéu (1 %).

P9 hoa tan (Phu luc 11.4)

Thiét bi: Kiéu canh khudy.

MGi trirong hoa tan: 900 ml nwérc.

Toc do quay: 100 t/min.

Thoi gian: 45 min.

Pha dong, dung dich chuin, diéu kién sic ky va cach tién
hanh nhu phén Pinh lugng.

Dung dich thir: Loc mét phan dung dich méi truomg di hoa
tan mau thir, pha loang dich loc néu can véi nuée dé duoc
dung dich cé nbng d6 khoang 0,3 mg/ml.

Yéu cau: Khéng it hon 75 % (Q) luong ethambutol
hydroclorid, C,,H,,N>,0,.2HCI, so v&i luong ghi trén nhan
dugc hoa tan trong 45 min.

Pinh lugng

Phuong phap sic ky long (Phu luc 5.3).

Dung dich dém: Pha loang 1 ml triethylamin (TT) véi
nuée thanh 1000 ml, diéu chinh dén pH 7,0 bang acid
phosphoric (TT).

Pha déng: Acetonitril - dung dich dém (50 : 50). Diéu
chinh ty 1& néu can.

Chuin bj cac dung dich sau ngay truéc khi ding.

Dung dich chudn: Hoa tan mot lugng ethambutol
hydroclorid chudn trong nudc dé thu duge dung dich cé
nf‘mg d6 khoang 0,3 mg/ml.

Dung dich thir. Can 20 vién, tinh khdi lugng trung binh
vién va nghjén thanh bot min. Can chinh xac mgt hrong bot
vién twong Ung vdi khoang 30 mg ethambutol hydroclorid
vao binh dinh mirc 100 ml, thém 50 ml nwdc va lic siéu
4m khoang 15 min. Pha lodng bang nuwdc vira di dén vach
va tron déu. Loc.

Diéu kién sdc ky:

Cot kich thudc (15 cm x 4,6 mm) dugc nhdi pha tinh
nitrilsilyl silica gel dimg cho sdc ky (5 pm).

Nhiét do cot: 30 °C.

Detector quang phé tir ngoai dat & budc séng 200 nm.
Toc dp dong: 1,0 ml/min.

Thé tich tiém: 50 pl.

Cdch tién hanh:

VIEN NEN ETHAMBUTOL VA ISONIAZID

Kiém tra tinh pha hop ciia hé thng: Trén sic ky d cia
dung dich chuan, 4 léch chuén trong d6i cua dién tich pic
d4p img tir 6 14n tiém 1ap lai dung dich chuan khéng dugc
16m hon 2,0 %.

Tién hanh sic ky véi dung dich chuin va dung dich thir.
Tinhham lrgngethambutolhydroclorid, C,yH,,N,0,.2HCI,
c6 trong vién dya vao dién tich pic thu dugc tir sic ky
d6 cia dung dich thir, dung dich chudn va ham luong
C,oH24N,0,.2HCI trong ethambutol hydroclorid chuén.

Béo quén
Trong bao bi kin.

Loai thudc
Thudc chong lao.

Ham lugng thudmg dung
200 mg, 400 mg.

VIEN NEN ETHAMBUTOL VA ISONIAZID

La vién nén bao phim chira ethambutol hydroclorid va
isoniazid.

Ché pham phai dap img cac yéu céu trong chuyén luan
“Thudc vién nén” myc “Vién bao” (Phu luc 1.20) va cic
yéu cau sau:

Ham lrgng ethambutol hydroclorid, C,oH,,N,0,.2HCI,
tir 90,0 % dén 110,0 % so vai lugng ghi trén nhan.

Ham lwong isoniazid, C;H;N;0, tir 90,0 % dén 110,0 %
so voi lugng ghi trén nhan.,

Pinh tinh

A. Trong phan Pinh luong isoniazid, pic chinh trén sic
ky db ctia dung dich thir phai ¢6 thoi gian luu tuong tmg
v6i thdi gian luu cia pic isoniazid trén sic ky db cua dung
dich chuén.

B. Trong phin Pinh hrong ethambutol hydroclorid,
pic chinh trén sic ky dd cua dung dich thir phai ¢ thoi
gian luu trong Gng vai thoi gian luu cua pic ethambutol
hydroclorid trén sic ky @b cua dung dich chuén.

2-Aminobutanol

Phuong phap sic ky 16p mong (Phy luc 5.4).

Ban mong: Silica gel G.

Dung méi khai trién: Amoniac - nudc - methanol (10: 15 : 75).
Dung dich thir: Lic mdt lugng bot vién chia 0,50 g
ethambutol hydroclorid trong 5 min v&i 10 ml methanol
(TT). Loc.

Dung dich doi chiéu: Dung dich 2-aminobutanol chuén cé
nong d 0,050 % trong methanol (TT).

Cdch tién hanh: Chim riéng biét 1én ban mong 2 pl mdi
dung dich trén. Sau khi trién khai, dé khd ban mong ngoai
khéng khi, siy & 110 °C trong 5 min, d& ngudi, phun lén ban
mong dung dich ninhydrin (TT,), sau d6 sdy & 110 °C trong
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5 min. Bét ky vét ndo twong img vdi 2-aminobutanol trén
siic ky dd thu dugr cia dung dich thir khéng dugc ddm hon
vét trén siic ky do thu dugc cua dung dich ddi chiéu (1 %).

P{ hoa tan (Phuy luc 11.4)

Thiét bi: Kiéu canh khudy.

Moi truong hoa tan: 900 ml meoc.

Téc dé quay: 100 r/min.

Thai gian: 45 min.

Dinh lwgng ethambutol hydroclorid hoa tan

Phuong phﬂp sic ky long (Phy luc 5.3).

Pha dng, diéu kién sic ky va cach tién hanh nhu phén
Pinh hrgng ethambutol hydroclorid.

Dung dich thir: Sau thoi gian hoa tan quy dinh, 1dy mot
phén dich hoa tan, loc.

Dungdich chudn: Dungdich chuén ethambutol hydroclorid
c6 ndng d6 0,44 mg/ml trong nuedc.

Yéu cau: Khéng it hon 75 % (Q) lugng ethambutol
hydroclorid, C,oH,4N,0,.2HCI, so véi luong ghi trén nhan
dugc hoa tan trong 45 min.

Dinh lwgng isoniazid hoa tan

Phuong phip quang phé tor ngoai (Phu luc 4.1).

Dung dich thir: Sau théi gian hoa tan quy dinh, 14y mét phan
dich hoa tan, loc. Pha loang dich loc bang nude dé thu duge
dung dich c6 ndng d¢ tuong duong voi dung dich chuén,
Dung dich chudn: Dung dich isoniazid chuan c6 ndng do
0,015 mg/ml trong nudc.

Do d6 hap thu cia dung dich chuén dung dich thir & bude
song cyc dai khoang 263 nm, cic do day 1 cm, dung nwoc
lam mau tréng.

Yéu cau: Khong it hon 75 % (Q) lwong isoniazid, CsH;N,0,
s0 v&i lrong ghi trén nhdn duoc hoa tan trong 45 min.

Dinh lrgng

Dinh lugng ethambutol hydroclorid

Phuong phap sic ky long (Phu luc 5. 3).

Dung dich dém: Pha loing 1 ml tne!hylamm (TT) véi
nuge thanh 1000 ml, diéu chinh dén pH 7,0 bing acid
phosphoric (TT).

Pha dong: Acetonitril - dung dich dém (50 : 50). Diéu
chinh ty 1¢ néu can

Dung méi pha méu: Hoa tan 1,4 g dinatri hydrophosphat
khan (TT) trong 1000 ml nuwéc, diéu chinh dén pH 6,8 bing
dung dich acid phosphoric 10 % (TT).

Dung dich chuan: Hoa tan mét lugng ethambutol
hydroclorid chuén trong dung méi pha miu dé thu dugc
dung dich c6 ndng d6 khoang 0,6 mg/ml.

Dung djch thur: Can 20 vién, loai bo vo bao néu cén, tinh
khéi lugng trung binh vién va nghién thanh bét min. Can
chinh xédc mét lugng bot ché phim, trong img véi khoang
60 mg ethambutol hydroclorid vao binh dinh mirc 100 ml,
thém 70 ml dung mdi pha miu va lic siéu 4m khoang
10 min. Pha lofing bing dung méi pha miu vira di dén
vach va tron déu. Loc.
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Diéu kién séc ky:

Cot kich thudc (15 cm x 4,6 mm) dugc nhdi pha tinh
nitrilsilyl silica gel (5 pm).

Detector quang phé tir ngoai dit & budce séng 200 nm.
Téc do dong: 1,0 ml/min.

Thé tich tiém: 50 pl.

Cdch tién hanh:

Tién hanh séc ky d6i véi dung dich chuin. Phép thir chi c6
gié tri khi: Sé dia Iy thuyét khéng nhé hon 1500, hé sé dbi
ximg pic ethambutol hydroclorid khéng dugc 16n hon 3,0
va d9 léch chuén tuong ddi cia dién tich pic ethambutol
hydroclorid trong cac lin tiém lap lai khong duoc 16n
hon 2,0 %.

Tién hanh sic ky lan lugt d6i voi dung dich chuén va dung
dich thur.

Tinh ham lugng ethambutol hydroclorid, C,oH,4N,0,.2HCI,
c6 trong vién dya vao dién tich pic thu dugc tir sic ky
dd coa dung dich thir, dung dich chuidn va ham luong
C,0H,4N,0,.2HCI trong ethambutol hydroclorid chuin.
Dinh lirgng isoniazid

Phuong phép sic ky 1ong (Phu luc 5.3).

Dung dich dém: Hoa tan 1,4 g dinatri hydrophosphat khan
(TT) trong 1000 ml mede va didu chinh téi pH 6,8 bang
dung dich acid phosphoric 10 % (TT).

Pha dong: Acetonitril - dung dich dém (4 : 96).

Dung dich chudn: Hoa tan mdt lugng can chinh xac khoang
40 mg isoniazid chuin trong 50,0 ml methanol (TT) va pha
losing véi dung dich dém dé thu dwoc 500,0 ml.

Dung dich thir: Can 20 vién, loai bé vé bao néu cén,
tinh khéi luong trung binh vién va nghién thanh bot
min. Can chinh xdc mt lugng bét vién twong tng vai
khoang 40 mg isoniazid vao binh dinh mirc 500 ml, thém
50,0 ml methanol (TT), lic siéu 4m 10 min dé hoa tan va
thém dung dich dém vira du dén vach, lic déu. Loc.

Biéu kién sdc ky:

Cot kich thuéce (15 cm x 4,6 mm) dugce nhdi pha tinh C
(5 pm).

Nhiét @6 cot 30 °C.

Detector quang phé tir ngoai dit & budc séng 254 nm.
Téc ¢ dong: 1 ml/min.

Thé tich tiém: 20 pl.

Cdch tién hanh:

Tién hanh sic ky d6i véi dung dich chuén. Phép thir chi ¢6
gia trj khi: S5 dia ly thuyét khong nhé hon 1500, hé sé dbi
ximg cia pic isoniazid khong 1ém hon 2,0 va d¢ 1éch chuén
twong di cua dién tich pic isoniazid trong cc l4n tiém lap
lai khéng dugc lén hon 2,0 %.

Tién hanh sac ky 1an lwgt d6i véi dung dich chuin va dung
dich thur.

Tinh ham luq'ng isoniazid, CsH;N;0, ¢6 trong vién dva vao
dién tich plc thu dugc trén sic ky dé cua dung dich thir, dung
dich chuin va ham lugng C¢H,N,O trong isoniazid chuén.

Bao quin
Trong bao bi kin. D& noi kho mat, tranh 4nh séng.
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Logl thube
Thube chéng lao.

Ham lwgng thudmg ding
Ethambutol 400 mg va isoniazid 150 mg.

ETHANOL
Alcol tuyét dbi, alcol khan
CH3 "'CH] —OH
C,H,O P.t.l: 46,07

Ethanol phai chira it nhit 99,5 % (tt/tt) hogc 99,2 % (kI/kl)
C,He0 & 20 °C, tinh tir ty trong tuong dbi bang cach tra
Bang lién hé gitra phin trim ethanol theo thé tich, phan
trdm ethanol theo khéi lugng, khéi lugng riéng cua hdn
hgp ethanol va nudce (Phy luc 19).

Tinh chét

Chét 1ong khong mau, trong, d& bay hoi, d& chay, chay véi
ngon lira mau xanh duong, khong c6 khéi, hat am. C6 thé
hoa trén véi nude va methylen clorid.

Diém s6i & khoang 78 °C.

Pjnh tinh

C6 thé chon mét trong hai nhém dijnh tinh sau:

Nhém I: A, B.

Nhém 11: B, C, D.

A. Phd hép thy ht‘)ng ngoai (Phy lyc 4.2) cua ché phﬁm
phai phi hgp véi phd hap thy hdng ngoai d6i chiéu cia
ethanol khan.

B. Ché phim phai dap tmg yéu cdu phép thir Ty trong
trong dbi (Xem phfm dudi).

C. Tron 0,1 ml ché phﬁm véi 1 ml dung dich kali
permanganat (TT) 1 % va 0,2 ml dung djch acid sulfuric
logng (TT) trong 6ng nghiém. Ddy ngay bang gidy loc da
dugc lam 4m bing dung djch chita 0,1 g natri nitroprussid
(TT) va 0,5 g piperazin hydrat (TT) trong 5 ml nuréc vira
md&i pha. Sau vai phat, mau xanh lam ddm xuét hién trén
gidy va nhat din sau 10 - 15 min,

D. Thém 5 ml nwdc va 2 ml dung djich natri hydroxyd
loang (TT) vao 0,5 ml ché phdm, sau d6 thém tir tir 2 ml
dung djch iod 0,05 M (TT). Tia mau vang xuét hién trong
vong 30 min.

Pj trong va mau siic cia dung djch

Ché phﬁm phai trong (Phy luc 9.2) va khéng mau (Phuy lyc
9.3, phuong phap 2) khi so sanh vai nuoc.

Pha loding 1,0 ml ché phim thanh 20 ml bing nudc, dé yén
S min dung dich thu dugc vin phai trong khi so sanh véi
nude (Phy luc 9.2).

Giéi hgn acid - kiém
Thém 20 ml nudc khong coé carbon dioxyd (TT) va 0,1 ml
dung dich phenolphtalein (TT) vao 20 ml ché phim.

ETHANOL

Dung dich phai khéng mau. Thém 1,0 ml dung djch
natri hydroxyd 0,01 N (CP), dung dich phai c6 mau hong
(30 ppm, tinh theo acid acetic).

T§ trong twong dbi
Tir 0,790 dén 0,793 (Phy luc 6.5).

DY hiip thy énh sing

LAy nudc 1am miu trang ghi phd hip thy tu' ngoai cua ché
phdm tir 235 nm dén 340 nm, sir dung cdc do day 5 cm
(Phy luc 4.1).

Gidi han:

Khéng dugc qua 0,40 ¢ 240 nm.

Khong duge qua 0,30 trong khoang tir 250 nm dén
260 nm.

Khong dugc qua 0,10 trong khoang 270 nm dén 340 nm.
Phd hép thy 1a dudng cong giam din déu, khong c6 pic
hodc vai.

Tap chit bay hoi

Phuong phép sic ky khi (Phu luc 5.2).

Dung dijch thir (1): Ché pham can thu.

Dung dijch thir (2): Hoa tan 150 pl 4-methylpentan-2-ol
(TT) vao 500,0 ml ché phém.

Dung dich doi chiéu (1): Pha lodng 100 pul methanol khan
(TT) thanh 50,0 ml bing ché phim. Pha loing 5,0 ml dung
dich thu dugc thanh 50,0 ml bang ché phim.

Dung dich déi chiéu (2): Pha lodng 50 pl methanol khan
(TT) va 50 pl acetaldehyd (TT) thanh 50,0 ml bang ché
phdm. Pha loang 100 pl dung dich thu dwgc thanh 10,0 ml
bing ché phim.

Dung djch déi chiéu (3): Pha lodng 150 pl acetal (TT)
thanh 50,0 ml bing ché pham. Pha lodng 100 pl dung dich
thu dugc thanh 10,0 ml biang ché phdm.

Dung djch déi chiéu (4): Pha loang 100 pl benzen (TT)
thanh 100,0 ml bing ché phim. Pha lodng 100 pl dung
dich thu dugc thanh 50,0 ml bing ché pham.

Diéu kién sdc ky:

Cot silica nung chay, kich thuée (30 m x 0,32 mm) dugc
phu poly[(cyanopropyl)(phenyl)] [dimethyl]siloxan (45 day
16p bao 1,8 pm).

Khi mang: Heli diing cho sdc ky khi (TT) véi toc do
35 em/s.

Ty 1§ chia dong: 1 : 20.

Nhiét do:

Thoi gian Nhi¢t dg

(min) O

0-12 40
Cot 12 - 32 40 — 240

32-42 240

Budng tiém 200

Detector 280

Detector ion héa ngon lira.
Thé tich tiém: 1 pl.
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