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pH
pH cia dung dich S phai tir 3,0 dén 4,0 (Phy lyc 6.2).

Goéc quay cyc riéng o
Tir-26° dén -30°, tinh theo ché phdm da lam kho (Phu luc 6.4).
Dung dung dich S dé do.

Tap chit lién quan

Phuong phap séc ky 16p mong (Phu luc 5.4).
Ban mong: Silica gel G.
Dung méi khai trién:
cyclohexan (5 : 25 : 70).
Dung dich thir: Hoa tan 0,1 g ché pham trong methanol
(TT) va pha loang thanh 5 ml védi cing dung méi.

Dung dich doi chiéu (1): Hoa tan 0,1 g spartein sulfat
chuin trong methanol (TT) va pha loang thanh 5 ml véi
cung dung moi.

Dung dich déi chiéu (2): Pha loing 1 ml dung dich di
chiéu (1) thanh 100 ml bang methanol (TT).

Dung dich doi chiéu (3): Pha lodng 5 ml dung dich ddi
chiéu (2) thanh 10 ml bang methanol (TT).

Cdch tién hanh: Cham riéng biét lén bin méng 5 pl mdi
dung dich trén. Trién khai sic ky dén khi dung moéi di
dugc khoang 15 cm. Siy ban mong & 100 °C dén 105 °C
trong vong 5 min, sau d6 dé ban mong ngudi. Phun 1én
ban mong dung dich kali iodobismuthat (TT) t6i khi xuét
hién cac vét. Trén sic ky dd thu duoc ciia dung dich thir
khéng dugc c6 bat cir vét phu nao ngoai vét chinh ¢6 mau
dam hon vét chinh cia sic ky db thu dugc cia dung dich
ddi chiéu (2) va chi cho phép mdt vét c6 thé dam hon vét
chinh trén sic ky dd thu duge cia dung dich déi chiéu (3).

Diethylamin - ethyl acetat -

Mit khéi lwgng do 1am khd
Tir 19,5 % dén 22,0 % (Phy luc 9.6).
(1,0 g; 100 °C dén 105 °C).

Tro sulfat
Khong dugc qua 0,1 % (Phu luc 9.9, phuong phap 1).
Dung cin thu dugc trong phép thir Mat khoi lugng do 1am kho.

Dinh lrgng

Hoa tan 0,300 g ché phdm trong 30 ml acid acetic khan
(TT). Thém 1 ml anhydrid acetic (TT). Chuén d6 bing dung
dich acid percloric 0,1 N (CD). Xéc dmh diém tuong duong
bing phuong phép chuin d do dién thé (Phu lyc 10.2).

| ml dung dich acid percloric 0,1 N (CP) tuong duong vai
33,24 mg C.5H2304N2$.

Bio quén
Trong d6 dyng kin.

Loai thubc
Tro tim.

Ché phim
Thuoc tiém.

THUOC TIEM SPARTEIN SULFAT
THUOC TIEM SPARTEIN SULFAT

La dung dich vé khudn cua spartein sulfat trong nudc dé
pha thude tiém.

Ché pham phai dap (ng cac yéu ciu trong chuyén luén
“Thude tlem thudc tiém truyén, thudc ciy” (Phuy luc 1. 19)
va cac yéu cdu sau day:

Ham lwgng cia spartein sulfat, C,sH,N,.H,50,.5H,0,
tr 95,0 % dén 105,0 % so vai lugng ghi trén nhin.

Tinh chét
Dung dich trong, khong mau.

Dinh tinh

A. Phuong phép sic ky 1¢p mong (Phu luc 5.4).

Ban mong: Silica gel G.

Dung méi khai trién: Diethylamin - ethyl acetat -
cyclohexan (5 : 25 : 70).

Dung dich thir: Lam bay hoi mot thé tich ché phdm tuong
duwong khoang 0,1 g spartein sulfat, hoa tan cin trong
methanol (TT) vira du 5 ml.

Dung djch doi chiéu: Hoa tan 0,1 g spartein sulfat chuén
trong methanol (TT) vira du 5 ml.

Cach tién hanh: Cham riéng biét 1én ban mong 5 pl mbi
dung dich trén. Trién khai ban mong dén khi dung méi di
dwoc khoang 15 cm. Sdy ban méng & 100 °C dén 105 °C
trong 5 min. D& ngudi va phun dung dich kali iodobismuthat
(TT) t6i khi xuét hién cac vét. Trén sic ky d6 thu duoc, vét
chinh cia dung dich thir phai twong duong véi vét chinh
ctia dung dich déi chiéu vé vi tri, mau séc va kich thudrc.
B. Lam bay hoi mét thé tich ché phim tuong duong
khoang 1 g spartein sulfat, hoa tan can trong 10 ml nudec.
Thém 1 ml dung dich thuy ngan (1I) clorid (TT) vao 5 ml
dung dich trén, khong tao thanh tua. Thém tirng giot vira
thém vira lc manh 0,5 ml acid hydrocloric (TT), tha xuit
hién. Thém 1 ml dung dich natri hydroxyd 10 M (TT) vao
phﬁn dung dich con lai, tao thanh mét 16p duc nhu sira, dun
nong nhe trong cach thuy sé tu lai thanh timg giot dau nho
trén bé mit.

C. Ché phi'im cho phan ng cuda sulfat (Phu luc 8.1).

pPH
3,0 dén 4,0 (Phu luc 6.2).

Pinh lwgng

Lay chinh xac mdt luong ché phdm twong duong khoang
0,5 g spartein sulfat cho vao mdt binh gan, thém 8 ml
amoniac (TT). Chiét 4 lan bing ether (TT), mbi lin 20 ml.
Loc dich chiét ether qua mot phéu c6 miéng béng nho,
trén c6 khoang 2 g natri sulfat khan (TT). Rira phéu bing
10 ml ether (TT). Tép trung dich chiét va dich nra, 1am bbe
hoi ether trén cach thiy dén khi con khoang 10 ml thi lam
khé bing mét ludng khéng khi. Hoa cin véi 20 ml ethanol
90 %. Chuin do bing dung dich acid hydrocloric 0,1 N
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SPECTINOMYCIN HYDROCLORID

(CD), ding a’ung dich do methyl (TT) 1am chi thi. Song
song lam mdt miu tring trong cung diéu kién.

1 ml dung dich acid hydrocloric 0,1 N (CP) tuong duong
vai 0,04224 g CsH,6N,.H,S0,.5H,0.

Bao quin
Noi khé mat, tranh anh sang.

Loai thudc
Tro tim.

Ham lrgng thurdng ding
Dung dich tiém 5 %.

SPECTINOMYCIN HYDROCLORID
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C,4H2:N,0,.2HCL.5H,0 P.t.l: 495,35
Spectinomycin  hydroclorid la  (2R.4aR,5aR,6S,7S.8R,

95,9aR,10a8)4a,7,9-trihydroxy-2-methyl-6,8-bis(methyl-
amino)-decahydro-4H-pyrano[2,3-b][1,4]benzodioxin-4-on
dihydroclorid pentahydrat (spectinomycin dihydroclorid
pentahydrat). Ché phim phai chira it nhat 603 ug spectino-
mycin (C;4H;N,0O,) trong 1 mg.

Tinh chit
Bt mau tring hay gan nhu tring, it hut dm. D@ tan trong
nudc, rat kho tan trong ethanol 96 %.

Pinh tinh

Pho hip thy hong ngoai ciia ché phim (Phu luc 4.2) phai
phu hop vai pho hap thu hong ngoai clia spectinomycin
hydroclorid chudn (khong siy miu truéce khi do).

pH
Tir 3,8 dén 5,6 (Phu luc 6.2).
Dung ché pham nong d 10 mg/ml dé do.

Nuée '
Tir 16,0 % dén 20,0 % (Phy lyc 10.3).
Dung 0,100 g ché pham.

Tro sulfat

Khéng dugc qué 1,0 % (Pbu luc 9.9, phuong phép 2).
Dung 1,0 g ché phim. Cin sau khi d6t chay dugc lam 4m
bing 2 ml acid nitric (TT) va 5 giot acid sulfuric (TT).

Ni dgc t6 vi khudn
Khéng dugc qua 0,09 EU/mg (Phu luc 13.2).

1070

DUGQC PIEN VIET NAM V]

Néu ché phim dung dé san xuét thudc tiém ma trong quy
trinh khong c6 giai doan tién hanh loai bo ndi doc to vi
khuén thi phai d4ap ing yéu cau cua phép thur nay.

Thir v6 khudn

Tién hanh thir theo phurong phap mang loc (Phu luc 13.7).
Néu trén nhan ghi vo khuan thi phai dép mg yéu ciu cua
phép thur nay.

Pinh lugng

Phuong phép sic ky khi (Phu lyc 5.2).

Dung dich chudn néi: Hoa tan triphenylantimony trong
dimethylformamid (TT) d& dugc dung dich c6 nong d¢
2 mg/ml.

Dung dich chudn: Can chinh xac khoang 30 mg spectino-
mycin hydroclorid chudn vao binh nén 25 ml cé nip.
Thém 10,0 ml dung dich chuan ndi va 1,0 ml hexamethyl-
disilazan (TT), dé trong 1 h va thinh thoang lic.

Dung dich thir: Tién hanh nhu dung dich chuan, thay
spectinomycin hydroclorid chuén bang ché pham.

Diéu kién séc ky:

COt thay tinh kich thuéc (60 cm x 3 mm) duoc nhdi
diatomit dé dwoc silan héa dimng cho sdc ky dicoc tam 5 %
poly[methyl(95)phenyl(5)]siloxan.

Khi mang: Heli dimg cho sdc ky khi.

Téc d6 dong: 45 ml/min.

Nhiét d8: Cot 190 °C, detector 220 °C, budng tiém 215 °C.
Detector: Ion héa ngon lira.

Thé tich tiém: 1 pl

Céch tién hanh:

Kiém tra tinh phit hop cua hé théng: Trén sic ky dé cua
dung dich chuan, d6 phan giai giira cac pic chinh it nhat
1a 2,0. Bo léch chudn twrong ddi cia ty 1¢ pic dap img (R,)
tir 6 lan tiém lap lai cia dung dich chuin khéng dugc lon
hon 3,5 %.

Tinh ty 1& d4p tmg cta pic spectinomycin va pic chuan ni
trén sic ky dd thu dugc cia dung dich thir (R,) va ty 1& nay
trén sic ky do thu duoc clia dung dich dbi chiéu (R,).

Tinh ham lugng C;,H,,N,0; (ug) trong ché phim theo cong
thirc sau:

P(W)(R/Ry)
Trong dé: '
P la ham lugng cua spectinomycin hydroclorid chuan
(ng/mg);

W, 1a khdi lwong cia spectinomycin hydroclorid chuén da
dung trong dung dich chuén (mg).

Bédo quéin ' )
Trong bao bi kin. Néu ché phim v khuan thi phai bio
quan trong 46 dung kin va v6 khuén.

Loai thude
Thubc khéng sinh.



