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dung dich thu dugc, thém 20,0 ml dung dich déj chleu
va pha loang thanh 200,0 ml bang dung méi pha mau.
Piéu kién sac ky:

Cot kich thude (25 cm x 4,6 mm) duge nhdi pha tinh C
(5 pm).

Detector quang phd tir ngoai dit & bude song 255 nm.

Téc o dong: 1,0 ml/min.

Thé tich uem 20 pl.

Thoi g1an tién hanh sac ky: 10 min.

Cach tién hanh

Tién hanh séc ky dung dich phén giai, phép thur chi ¢o gia
tri khi do phén giai giira pic tuong tng véi ceftazidim va
pic pyridin khong nhé hon 7,0.

Tién hanh sic ky dung dich thir va dung dich dm chiéu.
Dién tich cua pic twong (g voi pyridin trén sic ky dé cua
dung dich thir khong dwgc 16n hon dién tich cua pic chinh
thu duoc trén sic ky d6 cua dung dich déi chiéu.

Nuée )

Tur 13,0 % dén 15,0 %.

Diing 0,100 g ché phdm (Phu luc 10.3).

Noi doc to vi khuén

Khong duqc qua 0,10 EU;’mg (Phu luc 13.2).

Néu ché pham dy dinh dé san xuét thubc tiém ma khong c6
quy trinh thich hop dé loai bo nodi doc té vi khuan thi phai
dap tmg phép thir nay.

Pinh lwong

Phwong phap sic ky long (Phu luc 5.3).

Pha déng: Hoa tan 4,3 g dinatri hydrophosphat (TT) va
2.7 g kali dihydrophosphat (TT) trong 980 ml nuwéc, thém
20 ml acetonitril (TT).

Dung dich thir: Hoa tan 25,0 mg ché pham trong pha dong
va pha loang thanh 25,0 ml v&i cing dung moi.

Dung dich chudn: Hoa tan 25,0 mg ceftazidim chuén trong
pha djng va pha loang thanh 25,0 ml véi cung dung moi.
Dung dich phdn gidi: Hoa tan 13 mg ceftazidim chuan
dung dé dinh tinh pic (chtra cac tap chit A va G) trong
3,0 ml pha dong.

Diéu kién sdc ky: ]

Cot kich thuéc (15 cm x 4,6 mm) dugc nhoi pha tinh
hexylsilyl silica gel diung cho sdc ky (5 pm).

Detector quang phd tir ngoai dit & budc séng 245 nm.

Téc d6 dong: 2 ml/min.

Thé tich tiém: 20 pl.

Thoi gian tién hanh sic ky: 6 min.

Cdch tién hanh:

Tién hanh sic ky dung dich phan giai, d6 phén giai giita pic
ctia tap chét A va ceftazidim khong nho hon 1,5. Thoi gian
lru tuong ddi cua pic tap chat A so véi ceftazidim (thoi
glan hru khoang 4,5 min) khoang 0,7.
Tién hanh séc ky dung dich thir va dung dich chuan.
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Tinh ham luong ceftazidim, C22H22NO7S,, trong ché phip,
dyra vao dién tich pic thu dugc trén sac ky do cia dung dich
thir, dung dich chuén va ham luong CHxNGO,S, trong

ceftazidim chuan.

Bio quﬁn
Trong dd dung kin. Néu l1a ché pham v6 khuan phai dlmg
trong d6 dymg vo khuan, kin, chong nhiém khuén.

Loai thude
Khang sinh nhém cephalosporin.

Ché phim
Thudc tiém.

NANG CELECOXIB

La nang cimg chtra celecoxib.
Ché pham phai dap umg cac yéu cau trong chuyén Iz,
“Thuéc nang” (Phy luc 1.13) va cac yéu cau sau day:

Ham lugng celecoxib, C;;HFiN:;O0oS, tr 95,0 % déy
105,0 % so v&i lwong ghi trén nhan.

Dinh tinh

Trong phan Dinh lugng, pic chinh trén sac ky db cua dung
dich thir phai co thm gian luu twong (g voi thoi gian hry
cua pic chinh trén sic ky 6 cua dung dich chuén.

Do hoa tan (Phu luc 11.4)

Thiét bi: Kiéu canh khudy.

Moéi truong hoa tan: 1000 ml. Hoa tan 15,2 g trinatri
phosphat dodecahydrat (TT) va 10 g natri lauryl sulfat
(TT) trong 1000 ml nwdc. Dicu chinh dén pH 12,0 + 0,05
bang dung dich acid hydrocloric 1 M (TT) hoac dung dich
natri hydroxyd 1 M (TT), néu can.

Toc d quay: 50 r/min.

Thoi gian: 45 min.

Cach tién hanh:

Dung djch thir: Sau thdi gian hoa tan quy dinh liy mét
phan dich hoa tan va loc, bo vai mililit dich loc dau. Pha
loang dich loc bang méi trrong hoa tan dé duoc dung dich
c¢6 nong do khoang 8 pg/mi.

Dung dich chudan: Siéu 4m hoa tan 40 mg celecoxib chuén
trong 60 ml hon hop dung méi methanol - nwée (75 : 25)
va pha loang thanh 100 ml véi cung hdn hop dung méi.
Pha lodng 2,0 ml dung dich thu duoc thanh 100,0 ml bing
moi trurong hoa tan.

Do d6 hap thu (Phu luc 4.1) cua dung dich chuin va dung
dich thir & bude song 254 nm. Mau tréng 1a méi truong
hoa tan. Tinh ham lugng celecoxib, C,,H,,F:N,0,S, hoa
tan dya vao d6 hap thu cua dung dich chuan, dung dich thir
va ham luong C,,H,F;N;O,S clia celecoxib chun.

Yéu cau: Khong it hon 75 % (Q) lrong celecoxib,
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VIEN NEN CELECOXIB

C,/H1F3N;058, 50 v6i lugng ghi trén nhan dugc hoa tan
trong 45 min.

pinh lrgng

Phuong phap sic ky long (Phy Iuc 5.3).

Pha dong: Acetonitril - methanol - dung dich dém (10 :

30 : 60).

Dung dich dém: Hoa tan 1,36 g kali dihydrophosphat

(TT) trong 1000 ml nuée. Piéu chinh dén pH 3,0 £ 0,05

bing acid phosphoric (TT).

Dung moi pha mau: Nuée - methanol (25 75).

Dung dich thu: Céan 20 nang, tinh khéi lugng trung binh

ciia bot thude trong nang va nghién thanh bot min. Cén

chinh xac mét luong bot thude tuong tmg vdi khoang 100 mg

celecoxib vao binh dinh mitc 50 ml. Thém 30 ml dung mo6i

pha mau, siéu am 30 min dé hoa tan, duy tri nhiét 4o bé

siéu m khoang 25 °C, sau d6 thém dung méi pha mau dén
vach va lac déu. Ly tam lay dich trong. Pha loang 2,0 ml

dich trong thanh 25,0 ml bang dung méi pha mau, loc.

Dung dich chudn: Hoa tan 40 mg celecoxib chuin trong

30 ml dung mdi pha mau va pha lodng thanh 50,0 ml véi

cung dung moéi. Pha lodng 5,0 ml dung dich thu dugc

thanh 25,0 ml bing dung méi pha mau.

Diéu kién sdc ky:

Cot kich thude (25 cm x 4,6 mm) dugc nhéi pha tinh nitril

silica gel dung cho sac ky (5 pm).

Nhiét d6 cot: 60 °C,

Detector quang phd tir ngoai dat & bude song 215 nm.

Téc d6 dong: 1,5 ml/min.

Thé tich tiém: 10 pl.

Cdch tién hanh:

Kiém tra tinh phu hop ciia hé théng: Trén sic ky db cua

dung dich chuan, s dia Iy thuyét tinh trén pic chinh khong

nhé hon 2000; hé s6 d6i ximg khong 16n hon 2,0; do léch

chuin twong ddi cua dién tich pic chinh tir 6 lan tiém lap

lai khong qué 2,0 %.

Tién hanh sic ky lan luot véi dung dich chudn va dung

dich thrr.

Tinh ham lugng celecoxib, C;;H,;F;N;O,S, trong nang dura

vio dién tich pic trén sic ky dd cua dung dich chudn, dung

dich thar va ham lugng C,;H\4,F:N;O,S cua celecoxib

chuan.

Bao quan

Trong d6 dung kin.

Loai thudc

Thudc giam dau, chong viém.
Ham lurgng thuwong dung
100 mg, 200 mg.

VIEN NEN CELECOXIB

La vién nén chira celecoxib.
Ché pham phai dap {mg céc yéu cdu trong chuyen luén
“Thudc vién nén” (Phu luc 1.20) va cac yéu céu sau day:

Ham lugng celecoxib, C;H ,F;N;0,S, tir 95,0 % dén
105,0 % so va&i lugng ghi trén nhan.

Pinh tinh

Trong phan Dinh lugng, pic chinh trén séc ky dd cua dung
dich thir phai c6 thdi gian luu tuong mg vai thoi gian luu
clia pic chinh trén sic ky d6 ciia dung dich chuén.

P9 hoa tan (Phu luc 11.4)

Thiét bi: Kiéu canh khuay.

MGoi truong hoa tan: 1000 ml. Hoa tan 15,2 g trinatri
phosphat dodecahydrat (TT) va 10 g natri lauryl sulfat
(TT) trong 1000 ml nwée. Pidu chinh dén pH 12,0 £ 0,05
bing dung dich acid hydrocloric 1 M (TT) hoac dung dich
natri hydroxyd 1 M (TT), néu can.

Toc dg quay: 50 r/min.

Thoi gian: 45 min.

Cach tién hanh:

Dung dich thir: Sau thoi gian hoa tan quy dinh lay mot
phén dich hoa tan va loc, bo vai mililit dich loc ddu. Pha
lodng dich loc bing méi truomg hoa tan dé dugc dung dich
c6 nong d6 khoang 8 pg/ml.

Dung dich chudn: Siéu am hoa tan 40 mg celecoxib chuin
trong 60 ml hén hop dung méi methanol - nweée (75 : 25)
va pha loang thanh 100 ml v6i cung hén hgp dung méi.
Pha lodng 2,0 ml dung dich thu dugc thanh 100,0 ml bing
moi trudng hoa tan.

Po d6 hap thu (Phu lyc 4.1) cia dung dich chuén va dung
dich thir & budc song 254 nm. Mau tring 1a moi trudng
hoa tan. Tinh ham luong celecoxib, C,;H,,F;N;0,S, hoa
tan dya vao do hap thy ctia dung dich chuén, dung dich thur
va ham luong C,,H,,F;sN;0,S ctia celecoxib chuén.

Yéu cau: Khong it hon 75 % (Q) lugng celecoxib,
C,;H4F3N;0,S, so v6i lugng ghi trén nhdn duge hoa
tan trong 45 min.

Pinh lugng

Phuong phép sic ky 16ng (Phu luc 5.3).

Pha dong: Acetonitril - methanol - dung dich dém (10
230 : 60).

Dung dich dém: Hoa tan 1,36 g kali dihydrophosphat (IT)
trong 1000 ml nwde. Didu chinh dén pH 3,0 + 0,05 bing
acid phosphoric (TT).

Dung méi pha mdu: Nuée - methanol (25:75).

Dung dich thu:: Can 20 vién, tinh khéi lwgng trung binh
vién va ngh:cn thanh bét min. Can chinh xac mot lugng
b6t thudc twong img véi khoang 100 mg celecoxib vao
binh dinh mirc 50 ml. Thém 30 ml dung méi pha mau, siéu
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