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Thoi gian lru

firong Al H¢ sb hi¢u chinh
Pefloxacin 1
Tap chat C 1,7 2,4
Tap chit B 1,8 - :
Tap chat H 2.4 1,8 '
Tap chét F 3,3 5 !
Cdch tién hanh:

Kiém tra tinh phi hop cuia hé théng: Tién hanh sic ky dung
dich d6i chiéu (1) & budc song 273 nm, d6 phén gidi gilta
pic tap chét B va pic tap chit C khong dugc nhod hon 1,5.
Tién hanh sic ky dung dich thir va dung dich ddi chiéu (2).
Trén sic ky dd cua dung dich thir & bude séng 258 nm, tinh
ham lugng phé‘m trim céc tap chit C, F, G va H dya vao
dién tich pic chinh trén sic ky dd cua dung dich dbi chiéu
(2) & bude soéng 258 nm (chuin ngoai) sir dung cac hé s6
hiéu chinh ghi & bang trén.

Tir sdc ky db cua dung dich thir & budc séng 273 nm, tinh
ham lugng phan trim céc tap chit A, B, D, E va céc tap
chét khéc 4p dung phuong phap chuin hoéa.

Gioi han:

Tap chit A, B, D, E va cic tap chét khac phat hién & budc
song 273 nm, va cdc tap chit C, F, G, H phit hién & budc
séng 258 nm: mdi tap chit khong dugc qua 0,5 % va khong
c6 qua 3 tap chét c6 ham luong nim trong khoang tir 0,2 %
dén 0,5 %.

Téng ham lugng cac tap chit: Khéng dwoc qué 1,0 %.

B6 qua céc pic tap chét phat hi¢n ¢ budc séng 273 nm c6
dién tich nho hon hodc bang 0,0005 lan dién tich cua pic
chinh trén sic ky db thu dugc tir dung dich thir (0,05 %).

Ghi chu:

Tap chit A: Acid 1-ethyl-6-fluoro-4-oxo-7-(piperazin- 1 -yl)-1,4-
dihydroquinolin-3-carboxylic (norfloxacin).

Tap chét B: Acid 6-cloro-1-ethyl-7-(4-methylpiperazin-1-yl)-4-
o0xo-1,4-dihydroquinolin-3-carboxylic (hgp chét clor twong tu
pefloxacin).

Tap chit E: 1-ethyl-6-fluoro-7-(4-methylpiperazin-1 -yl)quinolin
-4(1H)-on (pefloxacin decarboxy héa).

Tap chit C: Acid 1-ethyl-6-fluoro-5-(4-methylpiperazin-1-yl)-
4-o0x0-1,4-dihydroquinolin-3-carboxylic (isopefloxacin).

Tap chét D: 4-(3-carboxy-1-ethyl-6-fluoro-4-oxo-1,4-dihydro-
quinolin-7-yl)-1-methylpiperazin 1-oxyd (pefloxacin N-oxyd).
Tap chat F: Acid 7-cloro-1-ethyl-6-fluoro-4-oxo-1,4-dihydro-
quinolin-3-carboxylic (tap chét A cua norfloxacin).

Tap chit G: Ethyl 7-cloro-1-ethyl-6-fluoro-4-oxo-1,4-dihydro-
quinolin-3-carboxylat (ester N-ethyl).

Tap chat H: Acid 5-cloro-1-ethyl-6-fluoro-4-oxo-1,4-dihydro-
quinolin-3-carboxylic (acid iso-N-ethyl).

Kim loai niing

Khong dugc qué 10 phan triéu (Phu luc 9.4.8).

Lay 1,0 g ché phém tién hanh theo phuong phép 5. Dung
10,0 ml dung d;ch chi méu 1 phan triéu Pb (TT) dé chuén
bi mau dbi chiéu.

VIEN NEN PEFLOXACIN MESILAT

Nuée

Tir 7,0 % dén 8,5 % (Phu lyc 10.3). ‘

Dung 50,0 mg ché phdm va hdn hgp dung méi gdm 10 thé
tich methanol (TT) va 50 thé tich methylen clorid (TT).

Tro sulfat
Khong dugce qua 0,1 % (Phu luc 9.9).
Dung 1,0 g ché pham.

Pinh lugng

Hoa tan 0,200 g ché phim trong 15,0 ml acid acetic khan
(TT) va thém 75,0 ml anhydrid acetic (TT). Chuédn d¢ bing
dung dich acid percloric 0,1 N (CP). Xéac dinh diém két
thuc bang phwong phép chuén d6 do dién thé (Phu luc 10.2).
1 ml dung dich acid percloric 0,1 N (CP) tuong duong vai
21,48 mg C13H24FN306S.

B4o quin
Trong bao bi kin, tranh anh sang.

Loai thubc
Khéng sinh nhém quinolon.

VIEN NEN PEFLOXACIN MESILAT

La vién nén hogc vién nén bao phim chira pefloxacin mesilat.
Ché pham phai dap (mg cac yéu cau trong chuyén ludn
“Thudc vién nén” (Phu lyc 1.20) va cac yéu cau sau diy:

Ham lwgng pefloxacin, C,;H,(FN;0;, tir 93,0 % dén
107,0 % so v6i lugng ghi trén nhan.

Pinh tinh

A. Phuong phép séc ky 16p méng ( Phu luc 5.4).

Ban mong: Silica gel G.

Dung méi khai trién: Nudc - amoniac - butanol - aceton
(5:10:20:65).

Dung djch thir: Lic mét lugng bdt vién tuong tmg véi
khoang 400 mg pefloxacin trong 10 ml nudc, loc.

Dung dich déi chiéu: Hoa tan 60 mg acid methansulfonic
(TT) trong nudc va pha lodng thanh 10 ml v&i cung dung mon
Céch tién hanh: Chdm riéng biét 1€n ban mong 10 pl mdi
dung dich trén. Trlen khai sic ky dén khi dung méi di dugc
15 cm. Lay ban sic ky dé kho ngoai khong khi, sau do
phun dung djch do tia bromocresol 0,04 % trong ethanol
50 % (TT) dugc diéu chinh dén pH 10 bing dung dich
natri hydroxyd 1 M (TT), quan sét sic ky d6 dudi anh sang
ban ngay. Vét chinh thu dugc trén sic ky d6 cia dung dich
thir phal phu hop véi vét chinh trén sic ky db cua dung
dich déi chiéu vé vj tri, hinh dang va mau sﬁc

B. Trong muc Dinh lugng, p1c chinh trén sic ky d6 cua
dung dich thir phai ¢6 thoi gian luu twong tmg v6i thoi
gian lwu ctia pic pefloxacin mesilat trén séc ky db cua dung
dich chudn.

Po l,ma tan ’(Phu luc 11.4)
Thiét bi: Kiéu canh khuay.
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PENICILAMIN

Moéi truwomg hoa tan: 1000 ml dung dich acid hydrocloric
0.1 M(TT).

Toc do quay: 50 r/min.

Thoi gian: 45 min.

Cdch tién hanh:

Sau thai gian hoa tan quy dinh, ldy mot phén dich hoa tan,
loc, pha lodng dich loc véi méi trudng hoa tan dé dugc
dung dich c6 nong do pefloxacin khoang 4 pg/ml. Do d¢
hép thu (Phy lyc 4.1) cua dung dich thu dugc ¢ budc song
277 nm véi mau tring 1a méi truomg hoa tan. Tinh lugng
pefloxacin, C;7H;FN;0;, hoa tan trong mbi vién dya vao
d6 hép thu cua dung dich pefloxacin mesilat chuén c6 nong
d¢ twong duong pha trong cung dung moi.

Yéu cau: Khong it hon 75 % (Q) lurgng pefloxacin so véi
lurong ghi trén nhan dugc hoa tan trong 45 min.

Tap chit lién quan

Phuong phap sic ky long (Phu lyc 5.3).

Pha déng, diéu kién sic ky tién hanh nhu mé ta trong phén
Pinh lugng.

Dung dich thir: Lay 20 vién (loai bo 16p bao phim néu cin),
tinh khbi hrong trung binh vién va nghién thanh bét min.
Can chinh xac mét lugng bot vién thich hgp, hoa trong
pha dong va loc dé dugc dung dich c6 ndng d6 pefloxacin
khoang 0,2 mg/ml.

Dung dich doi chiéu: Pha loang 1,0 ml dung dich thir thanh
100,0 ml vé&i pha dong.

Cdch tién hanh :

Tién hanh sic ky véi dung dich déi chiéu, diéu chinh d
nhay ciia detector sao cho chiéu cao cua pic chinh trén séc
ky d6 khong dudi 25 % thang do.

Tién hanh sic ky véi dung dich thir trong khoang th¥i gian
gép 3 lan thoi gian luu cia pic chinh.

Gidi han: Dién tich cta bét ky pic phu nio trén sic ky db
thu duoc tir dung dich thir khong dwgc 16n hon 0,5 lan
dién tich pic chinh trén sic ky d6 cua dung dich dbi chiéu
(0,5 %) va tong dién tich cia toan bd cac pic phu khong
dugce 16m hon dién tich pic chinh trén sic ky dé cua dung
dich déi chiéu (1,0 %).

Pinh lIrgng

Phuong phép sic ky long (Phu luc 5.3).

Pha dong: Dung dich kali dihydrophosphat 0,55 % - dung
dich tetrabutylamoni bromid 1,61 % - acetonitril (80 : 8 : 9).
Diéu chinh dén pH 4,0 bing acid phosphoric (TT).

Dung dich chudn: Cén va hoa tan pefloxacin mesilat chuén
trong pha dong dé dugc dung dich c6 ndng do pefloxacin
chinh xac khoang 0,002 %.

Dung dich thi: Ly 20 vién ché phidm (loai bo 16p bao
phim néu cén), tinh khéi lugng trung binh vién va nghién
thanh bt min. Can chinh xac mét lugng bdt vién tuong
img v&i 100 mg pefloxacin vao binh dinh mirc 200 ml, l4c
k¥ v6i nude va thém nude vira du dén vach, tron déu, loc.
Pha lodng 2,0 ml dich lgc thanh 50,0 ml véi pha dong.
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Dung dich phdn giai: Hon hgp dung dich c6 chira
pefloxacin chuén 0,002 % va norfloxacin chuin 0,002 %
trong pha dong.

Diéu kién sdc ky:

Cot kich thudc (25 cm x 4,6 mm) dugc nhdi pha tinh C (5 pm).
Detector quang phé tir ngoai dit & bude séng 273 nm.
Nhiét d¢ cot: 40 °C.

Téc do dong: 1,0 ml/min.

Thé tich tiém: 20 pl.

Cdch tién hanh:

Kiém tra tinh phi hop ciia hé théng sic ky: Tién hanh sic
ky v&i dung dich phan giai, ghi sic ky d, thir t rira giai 1
norfloxacin tiép dén pefloxacin. Do phan giai gitra hai pic
pefloxacin va norfloxacin khéng dugce nho hon 5,0.

Tién hanh sic ky v6i dung dich chuén, o léch chuin
tuong ddi cua dién tich pic pefloxacin trong 6 lin tiém lap
lai khong dugc 16n hon 2,0 %.

Tién hanh sic ky lan luot v6i dung dich chuén va dung
dich thir.

Tinh ham lugng pefloxacin, C;;H,,FN;0,, ¢ trong vién
dwa vao dién tich pic dap ing cia pefloxacin mesilat trén
sac ky db cua dung dich thir, dung dich chuin va ham
lwgng C,;H,,FN;0; c6 trong pefloxacin mesilat chuén.

Bio quin
Trong bao bi kin, tranh dnh sang, dé noi mat.

Loai thudc
Khang sinh nhém quinolon.

Ham lrong thwdng dung
400 mg tinh theo pefloxacin.

PENICILAMIN
HS. CH,

CO,H
HaC

.
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H  NH,

C5H||N02S P.t.l: 149,2

Penicilaminla acid(2S)-2-amino-3-methyl-3-sulfanylbutanoic,
pha1 chira tir 98,0 % dén 101,0 % CsH,,NO,S, tinh theo ché
pham da [am kho.

Tinh chit
Bot két tinh tring hodc gan nhu tring. Dé tan trong nud,
kho tan trong ethanol 96 %.

Pinh tinh

C6 thé chon mét trong hai nhém dinh tinh sau:

Nhom I: A, B, D.

Nhém II: A, C, D.

A. Hoa tan 0,5 g ché pham trong hén hop 0,5 ml acid



