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Dung dich phan giai: Dung dich c¢6 chira 0,0003 %
nifedipin, 0,0002 % tap chit A va 0,0002 % tap chéit B
trong pha dong.

Cach tién hanh:

Tién hanh sic ky dbi véi dung dich phén giai. Trén sic ky
6 thu dwoc, d6 phan giai gitra pic tap chit A va tap chéit B
khong nho hon 1,5, do phén giai giira pic tap chat B va
nifedipin khéng nho hon 1,5.

Tiém dung dich chuén, @6 1&ch chuin tuong d6i cia dién
tich pic nifedipin trong 6 lan tiém lap lai khéng dugc 16n
hon 2,0 %.

Tién hanh sic ky 1an luot di v&i dung dich chuén va dung
dich thur.

Tinh ham lugng C,;H,gN,0g, c6 trong vién dua vao dién
tich pic thu dugc tir dung dich thi, dung dich chudn va
ham lwong C,,H;sN,O¢ ctia nifedipin chuén.

Bio quin
Trong d6 dung kin, tranh anh sang.

Loai thudc ) )
Diéu tri dau thit nguc va ting huyét 4p.

Ham lwgng thwéng dung
10 mg.
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C12H9N305 Ptl: 275,2
Nifuroxazid 1la (E)-4-Hydroxy-N'-[(5-nitrofuran-2-yl)

methyliden]benzohydrazid, phai chira tir 98,5 % dén 101,5 %
C,,HgN;0s, tinh theo ché pham d4 lam kho.

Tinh chit
Bot két tinh mau vang sang. Thuc té khéng tan trong
nuréc va methylen clorid, kho tan trong ethanol 96 %.

Pinh tinh
Pho hap thu hong ngoai (Phu luc 4.2) cia ché pham phai
phi hop v6i phd hap thu hong ngoai ciia nifuroxazid chuin.

D) hip thu riéng

Tién hanh trong diéu kién tranh 4nh séng.

Hoa tan 10,0 mg ché phﬁm trong 10,0 ml ethylen glycol
monomethyl ether (TT) va pha loang thanh 100,0 ml bing
methanol (TT). Pha lo@ng 5,0 ml dung dich thu durgc thanh
100,0 ml b?mg methanol (TT).

D6 hip thu riéng ctia dung dich thu duoc & budc séng cuc
dai 367 nm (Phu luc 4.1) phai tir 940 dén 1000.

NIFUROXAZID

Tap chit A

Khéng dugc qua 0,05 %. )

Dung dijch thir (1): Hoa tan 1,0 g ché pham trong dimethyl
sulfoxid (TT) va pha lodng thanh 10,0 ml véi cling dung méi.
Dung dich thir (2): Ly 5,5 ml dung dich thir (1), thém
50,0 ml nuéc trong khi khudy. D& yén trong 15 min va loc.
Dung dich déi chiéu: Liy 0,5 ml dung dich thir (1), thém
5,0 ml dung dich 4-hydroxybenzohydrazid (tap chét A) trong
dimethyl sulfoxid (TT) nong d$ 50 mg/L. Thém 50,0 ml nuor,

vira thém vira khudy. Dé yén trong 15 min va loc.

Lin luot thém 0,5 ml thuéc thir phosphomolybdotungstic
(TT) va 10,0 ml dung dich natri carbonat (TT) 10,6 % vao
10,0 ml dung dich thir (2) va 10,0 ml dung dich déi chiéu.
Pé yén 1 h. Po d9 hap thy anh sang (Phu lyc 4.1) cua hai
dung dich trén & budc séng 750 nm. D hap thu cua dung
dich thir (2) khéng duge 16n hon d6 hép thu cua dung dich
dbi chiéu.

Tap chit lién quan

Phucmg phap sac ky long (Phu luc 5.3). Sir dung binh dinh
mikc mau ndu néu khéng cé chi dén khdc.

Pha dong A: Tetrahydrofuran - nude (5 : 95).

Pha déng B: Acetonitril.

Dung méi pha méu: Acetonitril - nudc (40 : 60).

Dung dich thir: Hoa tan 10,0 mg ché phim trong dung méi
pha mAu, siéu 4m khéng qua 5 min, pha lodng thanh 100,0 ml
véi cling dung mdi.

Dung dich déi chiéu (1): Pha loang 1,0 ml dung dich thir
thanh 100,0 ml bang dung méi pha miu. Pha lodng 1,0 ml
dung dich thu dugc thanh 10,0 ml véi cung dung méi.
Dung dich déi chiéu (2): Dé chuén bj tap chit E, hoa tan
5 mg ché phdm trong dung méi pha miu trong binh dinh
mirc khéng mau, si€u 4m 5 min, pha loang thanh 50 ml véi
ciing dung méi. Pé yén 1 h.

Dungdichdoi chiéu (3): Hoatan 5,0 mg methyl parahydroxy-
benzoat chuén (tap chit B) trong dung méi pha miu va pha
loang thanh 100,0 ml véi ciing dung mdi. Pha loang 1,0
ml dung dich thu dugc thanh 100,0 ml véi cing dung méi.
Diéu kién sdc ky:

Cot kich thude (25 cm x 4,6 mm) dugc nhdi pha tinh C
(5 pum, hinh ciu).

Nhiét 36 c6t: 10 °C.

Detector quang ph tir ngoai & budc séng 280 nm.

Téc d6 dong: 1,0 ml/min.

Thé tich tiém: 50 pl.

Cdch tién hanh:

Tién hanh sic ky theo chwrong trinh dung méi nhur sau:

m’;hm giank r_Pha ﬂ;‘j;JgA ' Pha dilﬁrl‘igil
. (min) | - wy 0 Cewry
. 0-10 ¢ 67 . 33 '
~10-30 6‘7—»43 33—»57 !

Tlen hanh sic ky v6i dung dich thir, dung dich déi chleu
(1), (2) va (3).
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Théi gian luu twong di clia céc tap chit so v6i nifuroxazid
(thoi gian lwu khoang 8 min): Tap chét A (d6ng phan hd
bién keto-enol) khoang 0,36 va 0,39; tap chét E khoéng
0,9; tap chét B khodng 1,2; tap chit C khoang 2,6; tap chat
D khoing 3.4.

Kiém tra tinh phi hop cia hé théng: Trén sic ky dd cua
dung dich ddi chiéu (2), 46 phan giai giita pic cua tap chét
E va pic cua nifuroxazid it nhit 1a 2,0.

Gioi han:

Tap chit E: Dién tich pic tap chéit E khéng dwoc 1én hon
3 lan dién tich pic chinh thu dugc trén sic ky db cua dung
dich dbi chiéu (1) (0,3 %).

Tap chét B, C, D: Vi mdi tap chat, dién tich pic khong
dugc 16m hon 0,6 l4n dién tich pic chinh thu duoc trén sic
ky @b ciia dung dich d6i chiéu (3) (0,3 %). Khong qua 1
pic trong s 3 pic trén c6 dién tich 16n hon 0,2 l4n dién tich
clia pic chinh thu dwoc trén sic ky db cia dung dich dbi
chiéu (3) (0,1 %).

Tap don khac: Vi mdi tap chat, dién tich pic khéng duge
16n hon dién tich pic chinh trén séc ky dd cta dung dich
dbi chiéu (1) (0,10 %).

Tong dién tich pic cua tit ca céc tap chét trir tap chét E
khéng duoc 16m hon dién tich pic chinh thu dugc trén sic
ky d6 ciia dung dich déi chiéu (3) (0,5 %).

B0 qua nhimg pic c6 dién tich nho hon hoic béng 0,1 1in
dién tich pic chinh thu dugc trén sic ky @b ciia dung dich
aoi chiéu (3) (0,05 %), bo qua cAc pic cia tap chit A.

Ghi chii:
Tapch’étA:4-hydroxybenzohydrazid(p-hydroxybenzohydrazid).
Tapché’tB:methyl4—hydroxybcnzoat(methylpara.hydroxybenzoat).
Tap chat C: (5-nitrofuran-2-yl)methylidendiacetat.

Tap chat D: (E,E)-N,N-bis[(5-nitrofuran-2-yl)methyliden]hydrazin
(5-nitrofurfural azin)

Tap chat E: (Z)-4-hydroxy-N'-[(5-nitrofuran-2-yl)methyliden]
benzohydrazid.

Kim loai ning

Khéng dugc qué 20 phan triéu (Phy luc 9.4.8).

Ly 1,0 g tién hanh theo phuong phép 4. Dung 2 ml dung dich
chi mdu 10 phan triéu Pb (TT) d& chuan bi mAu d6i chiéu.

Mit khoi lwgng do 1am khé
Khong dugc qua 0,5 % (Phu luc 9.6).
(1,000 g; 105 °C; 3 h).

Tro sulfat
Khong dugc qua 0,1 % (Phu luc 9.9, phuong phap 2).
Ding 1,0 g ché phim.

Pinh lrgng

Hoa tan 0,200 g ché phim, dun néng néu cin, trong 30 ml
dimethyl formamid (TT), thém 20 ml nuée. Chuén d6 bing
dung dich natri hydroxyd 0,1 N (CP). Xac dinh diém két
thiic bing phuong phép chudn dd do dién thé (Phu luc 10.2).
1 ml dung dich natri hydroxyd 0,1 N (CD) twong duong
27,52 mg ClgHgNgos
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Bido quin
Tranh énh séng.

Loai thuoc
Khang khuan.

Ché phim
Nang.

NANG NIFUROXAZID

LA nang cung chira nifuroxazid.
Ché pham phai dap Gng cac yéu cau trong chuyén luin
“Thudc nang” (Phu Iuc 1.13) va céc yéu cau sau diy:

Ham lwgng nifuroxazid, C;;HN;Os, tir 95,0 % dén
105,0 % so v&i lugng ghi trén nhén.

Pinh tinh

A. Can chinh x4c mdt lugng bt thudc trong nang twong
ung vdi khoang 80 mg nifuroxazid vao binh dinh mirc
200 ml, thém methoxyethanol (TT) dén dinh mirc, lic
90 min va loc. Pha loang 2,0 ml dich loc thanh 200,0 ml
bang methanol (TT). Do phd hép thu tir ngoai (Phu luc 4.1)
cua dung dich thu dugc trong khoang budc séng tir 220 nm
dén 420 nm, dung dich thu dugc phai cho 2 cuc dai hip thy
& budc song 287 nm + 2 nm, 367 nm * 2 nm va mdt cuc
tiéu hép thu & budc séng 315 nm + 2 nm. Lueu y: Tién hanh
trong diéu kién tranh dnh sang.

B. Trong phan Pinh luong, thoi gian hwu cta pic chinh trén
sic ky d6 cia dung dich thir phai trong Ung véi thdi gian
Iuru clia pic chinh trén séc ky db cua dung dich chuin.

Po ra (Phu luc 11.6)
Khéng duge qua 20 min.

Tap chit lién quan

Phuong phip sic ky long (Phu luc 5.3). Pha dfng, dung
dich chuén va diéu kién sic ky nhu mé ta trong phin Dinh
luong.

Tién hanh trong diéu kién trdnh 4nh sang va ding dung cy
thity tinh t6i mau.

Dung dich thir: Can chinh xac mét lvong bt thudc twong
irmg voi khoang 100 mg nifuroxazid vao binh dinh mirc
100 ml. Thém 20 ml dimethylsufoxid (TT), lic 15 min
@& phan tan ddu. Thém methanol (TT) dén vach va loc.
Pha lodng 10,0 ml dich loc thanh 20,0 ml bing hdn hop
methanol - nugc (40 : 60).

Dung dich thir d3 nhay: Can chinh xac 20 mg nifuroxazid
chuin vao binh dinh mirc 100 ml. Hoa tan bing 4 ml
dimethylsufoxid (TT). Thém methanol (TT) d&én vach. Pha
logng 5,0 ml dung dich nay thanh 100,0 ml bing methanol
(TT). Pha loang 5,0 ml dung dich thu dugc thanh 100,0 ml
bing hdn hgp methanol - nuée (40 : 60).



