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VIEN NEN DEXAMETHASON

Tap chét B: 9-fluoro-114,17,21-trihydroxy-16B-methylpregna-
1,4-dien-3,20-dion (betamethason).

Tap chit C: 9-fluoro-11p,17,21-trihydroxy-16a-methylpregn-4-
en-3,20-dion.

Tap chét D: 17,21-dihydroxy-16a-methyl-9p,11p-epoxypregna-
1,4-dien-3,20-dion.

Tap chit E. 17,21-dihydroxy-16a-methylpregna-1,4,9(11)-trien-
3,20-dion.

Tap chét F: 9-fluoro-11B,21-dihydroxy-16a-methylpregna-1,4-
dien-3,20-dion.

Tap chét G: 9-fluoro-11p,17-dihydroxy- 1 6a-methyl-3,20-dioxo-
pregna-1,4-dien-21-yl acetat (dexamethason acetat).

Tap chit H: 17-hydroxy-16a-methyl-3,20-dioxopregna-1,4,9
(11)-trien-21-yl acetat.

Mt khoi lwgmg do lam khé
Khéng duoc qua 0,5 % (Phu luc 9.6).
(0,500 g; 105 °C).

Dinh lugng

Hoa tan 0,100 g ché phdm trong ethanol 96 % (TT) va pha
loang thanh 100,0 ml v&i cung dung moi. Pha lodng 2,0 ml
dung dich trén thanh 100,0 ml bang ethanol 96 % (TT) va do
do hép thu (Phu luc 4.1) & budce song cuc dai 238,5 nm. Tinh
ham lwong C,,HyFOs theo A (1 %, 1 cm), 1y gid tri A (1 %,
1 cm) cua dexamethason & budc song 238,5 nm 1a 394.

Bio quin
Trong bao bi kin, tranh anh sang.

Loai thudc
Glucocorticoid.

Ché phim
Vién nén, hdn dich nho mat.

VIEN NEN DEXAMETHASON

La vién nén chira dexamethason.
Ché pham phai dap (ng cic yéu ciu trong chuyén luan
“Thuoc vién nén” (Phu luc 1.20) va cac yéu cau sau day:

Ham lugng cia dexamethason, C,,H,,FO;, tir 90,0 %
dén 110,0 % so vdi lugng ghi trén nhan.
Chu y: Thurc hién cac phép thir trong diéu kién tranh dnh sang.

Pinh tinh

Lic mét lugng bot vién di nghién min twong tng khoang
20 mg dexamethason v&i 5 ml dung dich natri hydroxyd
0,1 M (TT), thém 50 ml dicloromethan (TT) va lc siéu 4m
trong 20 min, loc va bay hoi dich loc. Sdy cin & 105 °C
trong 2 h. Phd hip thu hdng ngoai (Phu luc 4.2) cua cén
thu dugc phai phu hgp véi phé hip thy hdng ngoai ddi
chiéu ciia dexamethason.

Tap chit lien quan
Phuong phéap sic ky 16ng (Phy luc 5.3).
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DUQC PIEN VIET NAM VI

Pha djng A: Dung dich acetonitril (TT) 15 % (tt/tt).

Pha djng B: Acetonitril (TT).

Dung djch thu: Can mit lugng bdt vién twong Ung vai
2,5 mg dexamethason, thém 10 ml acetonitril (TT) va _léc
siéu am, loc. Pha lodng 4 ml dich lgoc thanh 10 ml béng
nuoc.

Dung dich déi chiéu (1): Pha loang 1,0 ml dung dich thir
thanh 100,0 ml bing pha déng A.

Dung dich doi chiéu (2): Pha loang 1,0 ml dung dich déi
chiéu (1) thanh 20,0 ml bang pha dong A.

Dung dich phén giai: Hoa tan 2 mg dexamethason chuin
va 2 mg methylprednisolon chuén trong pha ddng A va pha
loging thanh 100 ml v6i cing dung mdi.

Diéu kién sdc ky:

Cot kich thudc (25 cm x 4,6 mm) dugc nhdi pha tinh C
(5 um) (ct Hypersil ODS la phu hgp).

Nhiét d¢ cét: 45 °C.

Detector quang phd tir ngoai ¢4t & budc séng 254 nm.
Téc d6 dong: 2,5 ml/min.

Thé tich tiém: 20 pl.

Cdch tién hanh:

Tién hanh sic ky theo chuong trinh dung méi nhu sau:
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Kiém tra tinh phl hop ciia hé théng: Trén sic ky dd cua
dung dich phén giai, thdi gian luu cia methylprednisolon
khoang 13 min, ciia dexamethason khoang 16 min va d
phén giai giira 2 pic it nhét bing 2,8. C6 thé diéu chinh ty
1¢ acetonitril trong pha dong A néu cén,

Tién hanh sic ky dung dich ddi chiéu (1), dung dich déi
chiéu (2) va dung dich thir.

Gidi han: Trén sic ky d6 cua dung dich thir:

Dién tich cuia bét ky pic phu nao khéng dugc 16n hon 0,5
1in dién tich pic chinh trén sic ky db cua dung djch ddi
chiéu (1) (0,5 %).

Téng dién tich cac pic phu khéng dwoc 16n hon dién tich
pic chinh trén sic ky b ctia dung dich di chiéu (1) (1,0 %).
Bo qua céc pic cua pha ddng A va cac pic c6 dién tich nho
hon hoc bang dién tich pic chinh trén sic ky d6 cua dung
dich déi chiéu (2) (0,05 %).

D@ hoa tan (Phu luc ll.fi)
Thiét bj: Kiéu canh khuiy.
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Moi trwong hoa tan: Pha loang 5 ml acid hydrocloric (TT)
véi medre thanh 500 ml.

Téc dé quay: 100 t/min.

Thoi gian: 45 min.

Cdch tién hanh:

Phuong phap sic ky long (Phu luc 5.3). Pha dong, diéu
kién sic ky thuc hién nhu mé ta trong phan Dinh luong,
v thé tich tiém 1a 100 pl.

Dung dich thir: Sau thdi gian hoa tan quy dinh, 1dy mot
phén méi truomg da hoa tan méu thi, loc, bé 20 ml dich
loc dau.

Dung dich chudn: Can chinh xac khoang 10 mg
dexamethason va chuyén vao binh dinh mic dung tich
100 ml, thém 5 ml methanol (TT), lic siéu 4m dé hoa
tan. Thém méi trudong hoa tan vira du dén vach, lic déu.
Pha lodng 1,0 ml dung dich nay thanh 100,0 ml bing méi
trudmg hoa tan.

Yéu cau: Khéng it hon 70 % (Q) lugng dexamethason,
Cy,HyoFOs, so voi lugng ghi trén nhan dugc hoa tan trong
45 min.

Pj dong déu ham lrong

Phai dap ing yéu cau Do dong déu ham lwong (Phu luc
11.2). Pha dong, diéu kién sic ky, dung dich chuén nhu md
ta trong phan Dinh lugng.

Dung dich thir: Nghién mét vién véi 2 ml pha dong, chuyén
sang binh dinh mirc 25 ml bang pha dong, lic siéu 4m
20 min va thém pha dong vira i dén dinh mirc, lic déu, loc.

Dinh lurgng

Phwong phap sic ky long (Phu luc 5.3).

Pha dong: Acetonitril - nuoc (35 : 65).

Dung dich chudn: Céan chinh xac 20 mg dexamethason,
thém 3 ml methanol (TT), lic dé hoa tan, thém pha dong
vira di 100,0 ml. Lic déu, pha loing 5,0 ml dung dich thu
duoc thanh 50,0 ml bing pha dong.

Dung dich thi: Can 20 vién, x4c dinh khéi luong trung
binh vién va nghién thanh bét min. Cén chinh xdc mot
lugng bot vién tuong (mg voi | mg dexamethason, thém
vai giot methanol (TT), lac ky, thém pha dong, lic siéu 4m
20 min sau d6 thém pha dong vira du 50,0 ml. Lic déu, loc.
Diéu kién séc ky:

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

Detector quang pho tir ngoai dat ¢ budc séng 240 nm.
Téc do dong: 1,5 ml/min.

Thé tich tiém: 20 pl.

Cdch tién hanh:

Kiém tra tinh phai hop ciia hé théng: P9 1éch chuin tuong
ddi cua dién tich pic dexamethason thu dugc tir 6 lan tiém
l3p lai dung dich chuén khéng nhé hon 2,0 %.

Tién hanh sic ky lan lugt v6i dung dich chuin va dung
dich thar.

Tinh ham lugng dexamethason, C,,H,oFOs, trong vién dua
vao dién tich pic dexamethason thu dugc trén sic ky d6 cua

DEXAMETHASON ACETAT

dung dich chuén, dung dich thir va ham lugng Cy,H;oFOs
trong dexamethason chudn.

Béo quﬁ‘n
Trong dd dung kin, trdnh 4nh sang, dé noi kho mat.

Loai thube
Glucocorticoid.

Ham lwgng thwong dung
0,5 mg.

DEXAMETHASON ACETAT

C24H31F06 Ptl: 434,5

Dexamethason acetat la 9-fluoro-11p,17-dihydroxy-16a-
methyl-3,20-dioxopregna-1,4-dien-21-yl acetat, phai chita
tir 97,0 % dén 103,0 % C,,H;,FOg, tinh theo ché phim da
lam khé.

Tinh chat

B4t két tinh da hinh mau tring ho#ic gan nhu tréng.

Thue té khéng tan trong nude, dé tan trong ethanol 96 %,
kho tan trong methylen clorid.

Pinh tinh

C6 thé chon mét trong hai nhém dinh tinh sau:

Nhéom I: A, C.

Nhéom II: B, C, D, E, F.

A. Ph6 hép thu hdng ngoai (Phy luc 4.2) clia ché phédm phai
phu hop véi pho hap thu hong ngoai cua dexamethason
acetat chudn. Néu phd thu dugc cia mau thir va mau chuén
G trang thai rin khac nhau thi hoa tan riéng biét ché pham
va chét chuén trong methylen clorid (TT), bay hoi dén khd,
do pho mdi cua can thu duqc

B. Hoa tan 10,0 mg ché phdm trong ethanol (TT) va pha
loang thanh 100,0 ml véi cing dung méi. Lay 2,0 ml dung
dich thu dugc cho vio éng nghiém thiy tinh c6 ndt mai,
thém 10,0 ml dung dich phenylhydrazin - acid sulfuric (TT),
tron déu va dun néng trong céch thity & 60 °C trong 20 min.
Lam ngudi ngay. Do hép thy (Phu luc 4.1) cia dung dich
thu dugce do ¢ budc song cuc dai 419 nm khong duge nho
hon 0,35.

C. Phuong phép sic ky 16p mong (Phu luc 5.4).

Ban mong: Silica gel GF s,

Dung méi khai trién: Tron déu hdn hop gbm 1,2 thé tich
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