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Diazepam 1a 7-cloro-1-methyl-5-phenyl-1,3-dihydro-2H-
1,4-benzodiazepin-2-on, phai chua tir 99,0 % dén 101,0 %
C,6H,3CIN,O, tinh theo ché pham da lam kho.

Tinh qhat ) ‘ ) )
Bt két tinh mau tring hay gan nhu trang. Rat khé tan
trong nudc, tan trong ethanol 96 %.
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P.t.1: 284,7

Dinh tinh
Phé hép thu hong ngoai (Phu lyc 4.2) clia ché phim phai
phit hop véi phé hap thu hdng ngoai ciia diazepam chuén.

Tap chit lién quan .

Phuong phap séc ky long (Phu luc 5.3). Chuan bi cac dung
dich tranh 4nh sang manh.

Pha déng: Tron déu 22 thé tich acetonitril (TT), 34 thé tich
methanol (TT) va 44 thé tich dung dich kali dihydrophosphat
0,34 % (TT) 43 dugc diéu chinh trudc vé pH 5,0 bing dung
dich natri hydroxyd lodng (TT). o

Dung dich thir. Hoa tan 25,0 mg ché pham trong 0,5 ml
acetonitril (TT) va pha loang thanh 50,0 ml bing pha dong.
Dung dich déi chiéu (1): Pha loang 1,0 ml dung dich thir
thanh 100,0 ml bing pha dong. Pha loang 1,0 ml dung dich
thu dugc thanh 10,0 ml bﬁng pha dong.

Dung dich déi chiéu (2): Hoa tan diazepam chuén dung dé
danh gia tinh phi hop cua hé thong (chira cac tap chitA, B
vaE) cé trong 1 Io chuén trong 1,0 ml pha déng.

Diéu kién sdc ky:

Cot kich thude (15 cm x 4,6 mm) dugc nhbi pha tinh end-
capped octylsilyl silica gel hinh cdu ding cho sac ky (5 pm).
Nhiét do cot: 30 °C.

Detector quang phd tir ngoai dit & budc séng 254 nm.

Tdc 46 dong: 1,0 ml/min.

Thé tich tiém: 20 pl

Cdch tién hanh:

Tién hanh sic ky voi thoi gian gap 4 lan thoi gian lvu cua
diazepam.

Sir dung sic ky d6 cung cap kém theo dlazepam chuin
ding dé danh gm tinh phi hop cua hé thong va sic ky db
cia dung dich d6i chiéu (2) dé xac dinh pic cua cdc tap
chitA, B va E,

Théi gian luu tuong d6i so v6i diazepam (thdi gian luu
khoéng 9 min): Tap chit E khoéang 0,7; tap chit A khoang
0,8; tap chat B khoang 1,3.
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Kiém tra tinh ph& hop cta hé théng: Trén sic ky db cua
dung dich di chiéu (2), 46 phén giai gifra pic cua tap chit
E va pic cta tap chit A it nhat 12 2,5; 46 phén giai gifra pic
cia tap chit A va pic cia diazepam it nhat 12 6,0.

th'z han:

Be tinh ham luo'ng, nhén dién tich pic cua tap chit B va tap
chat E véi hé s6 hiéu chmh la 1,3.

Tap chat A, B, E: Vai mdi tap chét, dién tich pic da hiéu
chinh néu can, khéng dugc 1én hon dién tich pic chinh
trén sic ky do cua dung dich déi chiéu (1) (0,1 %).

Tap don khac: Véi mdi tap chét, dién tich pic khéng duoc
16n hon dién tich pic chinh trén sic ky b ciia dung dich
dbi chiéu (1) (0,1 %).

Téng dién tich pic cta tit ca cac tap chit khéng duoc 1on
hon 2 lan dién tich pic chinh trén sic ky dd cia dung dich
dbi chiéu (1) (0,2 %).

Bo qua nhimg pic c6 dién tich nhé hon hoac bing 0,5 1in
dién tich pic chinh trén sic ky 6 cia dung dich d6i chiéu
(1) (0,05 %).

Ghi chu:

Tap chét A: 7-cloro-5-phenyl-1,3-dihydro-2H-1,4-benzodiazepin-
2-on (nordazepam).

Tap che‘Et B: 2-cloro-N~(4-cloro-2-benzoylphenyl)-N-methylacetamid.
Tap chat C: 3-amino-6-cloro-1-methyl-4-phenylquinolin-2(1H)-on.
Tap chét D: [5-cloro-2-(methylamino)phenyl]phenylmethanon.
Tap chét E: 6-cloro-1-methyl-4-phenylquinazolin-2(1H)-on.
Tap chét F: 7-cloro-2-methoxy-5-phenyl-3H-1,4-benzodiazepin.

Kim loai niing

Khéng duoc qua 20 phén triéu (Phu luc 9.4.8).

LAy 2,0 g ché phim thir theo phuong phap 3. Ding 4,0 ml
dung dich chi mau 10 phan triéu Pb (TT) dé chuén bi miu
dbi chiéu.

Mt khoi lwgng do 1am khé

Khéng dugce qua 0,5 % (Phu luc 9.6).

(1,000 g; chan khong; 60 °C; 4 h).

Tro sulfat
Khéng duoc qua 0,1 % (Phu luc 9.9, phuong phap 2).
Dung 1,0 g ché pham.

Dinh lugng

Hoa tan 0,200 g ché phdm trong 50 ml anhydrid acetic
(TT), chudn 46 bz‘mg dung dich acid percloric 0,1 N (CD),
xac dinh diém két thic bing phuong phap chuan 46 do
dién thé (Phu luc 10.2). Song song tién hanh méau tring.

1 ml dung dich acid percloric 0,1 N (CP) tuong duong voi
28,47 mg C,4H,;CIN,0.

Bdo quin
Tranh anh séng.

Loai thudc
An than, gay ngu.

Ché phim ,
Vién nén, thudc dan, thudc tiém.
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