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VASELIN VANG

BAN BO SUNG DBVN y

dai 278 nm, ding céng do c6 A% day 4 cm va mau tréng 1a
dimethyl sulfoxid (TT).

D¢ hdp thy 4nh séng cia dung dich thir tai bt ky bude
song ndo trong khoang budc séng tir 260 nm dén 420 nm
kh&ng dugc 16n hon do hap thy do duoc ciia dung dich déi
chiéu & 278 nm.

Tro sulfat
Khong dugce qua 0,05 % (Phy lyc 9.9, phuong phap 2).
Dung 2,0 g ché pham.

Bdo quin
Tranh anh sang.

Loai thube
Ta duge.

Nhan
Phai ghi diém nho giot ciia ché phim.

VASELIN VANG
Parafin mém vang

Vaselin vang 1a mdt hén hop céc hydrocarbon mém lay
tir dau mo, da dugc tinh ché. Ché pham co thé chira chét
chong oxi hoa thich hgp.

Tinh chat

Khéi mém, nhom, trong md, mau vang, ¢6 huynh quang
nhe dudi dnh sang ban ngay khi & trang thai tan chay.
Thuc té khong tan trong nude, ethanol 96 % va glycerin,
kho tan trong methylen clorid.

Pinh tinh

C6 thé chon mat trong hai nhém dinh tinh sau:

Nhém 1: A, B, D.

Nhom 2: B, C, D. o

A. Phé hap thy héng ngoai (Phu lyc 4.2) cua ché pham phai
pht hgp voi phé hép thu hong ngoai cia vaselin vang chuan.
Lay khoang 2 mg ché pham Ién 1 dia nén natri clorid, trai
déu ché phim bing | dia nén natri clorid khéc rdi nhic 1
dia nén ra va tién hanh do pho

B. Diém nhé giot cua ché pham trong khoang 40 °C dén
60 °C va khong dugc chénh léch qua 5 °C so voi gia tri
ghi trén nhin. Xéc dinh diém nhé giot cua ché pham theo
phucmg phap 4, Phu luc 6.7. Tién hanh dd @iy ché phim
vao cdc nhu sau: Dun néng ché pham & nhlf;t do 118 °C
dén 122 °C, vira dun vira khudy dé dam bao ché phim néng
déu, déng nhit. D& nguéi dén 100 °C dén 107 °C. Lam 4m
cdc dyng bing kim loai & nhiét d¢ 103 °C dén 107 °C trong
tu séy. lay cbc ra va dat trén mot dia sach hodc khay sir,
rét vao vira di mot lugng ché pham nong chay dén day
coc. Pé ngudi cée trén dia hoic khay trong 30 min, dit coc
chira ché pham trong cach thuy & 24 °C dén 26 °C trong 30
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dén 40 min. Lam phéng bé méit mAu thir bing mot nhét dag
hodc ludi dao cao, tranh n vao ché phﬁm trong cdc.

C. Lam tan chay hoan toan 2 g ché pham thém 2 ml nyzg,.
0,2 ml dung dich iod 0,05 M (TT). Léc deu, dé ngupi, lop
trén s& c6 mau tim hong hodc mau

D. Che pham phai dap (mg yéu cau phép thir DY trong v
mau séc cua dung dich.

Dq trong va mau sic caa dung dich

Léy 12 g ché pham, lam tan chdy trén cach thuy. Khdi chi
long khong duqc dam mau hon hén hop gdém 7,6 thé tich
dung djch gbc mau vang va 2,4 thé tich dung dich géc may

dé (Phu luc 9.3, phuwong phép 2).

Giéi han acid - kiém

Thém 20 ml nuéc s6i vao 10 g ché phim va lic manh trong
1 min. P& ngudi va gan léy 16p nudc. Thém 0,1 ml dung djch
phenolphtalein (TT) vao 10 ml nudc vf{:a gan ra, dung dich
khéng mau. Mau cua chi thi phai chuyén sang d6 khi thém
khong qua 0,5 ml dung dich natri hydroxyd 0,01 N (CP),

Thé chit

100 dén 300.

Phuong phap xac dinh: Nhu md ta trong chuyén luin
Vaselin tring.

Hydrocarbon thom da vong

Phuong phép quang pho tir ngoai va kha kién (Phy luc 4. 1).
Sie dung cde thuoc thir ding cho quang phé tik ngogi.
Dung dich thu: Hoatan 1,0 g ché pham trong 50 ml hexan
(TT) 43 dugc lic trude 2 lan véi 10 ml dimethyl sulfoxid
(TT). Chuyén dung dich thu dugc vao binh gan dung tich
125 ml (binh gan thir 1) c6 nat va khoa mai. Thém 20 ml
dimethyl sulfoxid (TT). Lic manh trong 1 min va dé yén
dén khi hdn hop tach thanh 2 16p. Gan 16p duéi sang mét
binh gan khac (binh gan thir 2). Chiét tiép binh gan 1 mét
lan nita vai 20 ml dimethyl sulfoxid (TT), gan 16p duéi vao
binh gan thir 2, thém 20 ml kexan (TT) vao binh gan thir 2
v ldc manh hdn hop trong 1 min. D& yén dén khi hdn hep
tach thanh 2 1ép. Tach 1ép dudi va pha lodng thanh 50 ml
vl dimethyl sulfoxid (TT). Po phé hap thu cia dung dich
thu duogc trong khoang budc séng tir 260 nm dén 420 nm,
ding céng do c6 d6 day 4 cm va mau trang duge chuan bi
bing cach ldc manh 10 ml dimethyl sulfoxid (TT) véi 25 ml
hexan (TT) trong 1 min, 14y 16p trong & dudi.

Dung dich doi chiéu: Hoa tan naphthalen (TT) trong
dimethyl sulfoxid (TT) dé dwgc dung dich c6 ndng do
9,0 mg/L. Po d§ hip thy ciia dung dich déi chiéu & budc
song cuc dai 278 nm, ding cong do c6 d6 day 4 cm va mau
tring la dimethyl sulfoxid ( 7).

Do hap thy anh sang cua dung dich thir tai bat ky budc
song nao trong khoang budc séng tir 260 nm dén 420 nm
khong duoc lon hon dd hip thy do duge cua dung dich ddi
chiéu ¢ 278 nm.
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VINCRISTIN SULFAT

Tro sulfat

Khong dugc qt_lé 0,05 % (Phy luc 9.9, ph
5.0 g chd phfim. » Phuong phap 2).

Bio quén
Tranh 4nh sang.

Loai thube
T4 dugc.

Nhin
Phai ghi diém nhé giot ctia ché phém,

VINCRISTIN SULFAT
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Vincristin sulfat la methyl (3aR,4R,5S,5aR,10bR,13aR)-
4-(acetyloxy)-3a-ethyl-9-[(5S,7R,9S5)-5-ethyl-5-hydroxy
-9-(methoxycarbonyl)-1,4,5,6,7,8,9,10-octahydro-2 H-3,7-
methanoazacycloundecino[5,4-bJindol-9-yl]-6-formyl-5-
hydroxy-8-methoxy-3a,4,5,5a,6,11,12,13a-octahydro-1/1-
indo-lizino[8,1-cd]carbazol-5-carboxylat sulfat, phai chira
tr 95,0 % dén 104,0 % CyHsoN.O;0.H,S0,, tinh theo ché
phdm d3 lam kha.

Tinh chat

Bot két tinh tréng hodc hoi vang nhat, rat d& hiit am. Dé tan
trong nudce, kho tan trong ethanol 96 %.

Dinh tinh

Phé hip thy hdng ngoai (Phyu luc 4.2) cia ché pham
phi phd hop véi phd hép thu héng ngoai déi chiéu cia
vincristin sulfat.

D{ trong va mau sic cia dung dich

Dung djch S: Hoa tan 50,0 mg ché pham trong nudc khong
¢6 carbon dioxyd (T'T) va pha lodng thanh 10,0 ml bang
cung dung méi. Dung dich S duoc bao quan trong nude da
dé tién hanh phép thir Tap chét lién quan.

Dung dich S phai trong (Phu lyc 9.2) va mau khong dugc
dim hon mau miu V, (Phu luc 9.3, phuong phap 1).

pH ‘

Pha lodng 2 ml dung dich S thanh 10 ml bang mrac khong
¢6 carbon dioxyd (TT), dung dich thu dugc phai c¢6 pH tir
3,5 dén 4,5 (Phu luc 6.2).

Tap chit lién quan

Phuong phép sic ky long (Phu lyc 5.3).

Giir cac dung dich trong nudc da trude khi dung.

Pha déng A: Dung dich diethylamin (TT) 1,5 % (tt/tt) duge
didu chinh dén pH 7,5 bing acid phosphoric (TT).

Pha déng B: Methanol (TT)).

Dung djch thir: Pha loang 1,0 ml dung dich S thanh 5,0 m]
bing nuéc.

Dung dich déi chiéu (1): Hoa tan khoang 5 mg vincristin
sulfat chuén (lugng vincristin sulfat c6 trong mét lo chuan)
trong 5,0 ml nwde (dung dich c6 ndng 44 khodng 1,0 mg/ml).
Dung dich doi chiéu (2): Hoa tan 1,0 mg vinblastin sulfat
chuén trong 1,0 ml dung dich d6i chiéu (1).

Dung dich déi chiéu (3). Pha loang 1,0 ml dung dich thir
thanh 50,0 ml bing awdc.

Dung dich d6i chiéu (4): Pha loang 1,0 ml dung dich déi
chiéu (3) thanh 20,0 ml bang nudc.

Diéu kién sdc ky:

Tién cot duoc nhoi pha tinh octylsilyl silica gel dung cho
sac ky (TT).

Cot kich thude (25 cm x 4,6 mm) duogc nhdi pha tinh
octylsilyl silica gel dung cho sdc ky (5 pm).

Detector quang phd tir ngoai dit & budc séng 297 nm.
Téc do dong: 2 ml/min.

Thé tich tiém: 20 pl.

Cdch tién hanh:

Tién hanh séc ky theo chuong trinh dung méi sau:

Thoi gian Pha djng A Pha djng B
(min) (% tt/tt) (% tt/tt)
0-12 38 62
12-27 38—8 62 — 92

Kiém tra tinh phu hgp cua hé théng sic ky: Tién hanh
séc ky voi dung dich déi chiéu (2), do phan giai gilra pic
vincristin va pic vinblastin it nhat 13 4.

Giot han:

M&i tap chit: Dién tich pic khéng duge I6n hon dién tich
pic chinh trén sic ky do cua dung dich d6i chiéu (3) (2,0 %).
Téng cAc tap chit: Téng dién tich pic cla tat ca céc tap chat
khéng dugc 16m hon 2,5 lan dién tich pic chinh trén sdc ky
b cta dung dich dbi chiéu (3) (5,0 %).

Bé qua nhimg pic ¢6 dién tich nho hon hodc bang dién tich
pic chinh trén séc ky dd ciia dung dich di chiéu (4) (0,1 %).
Ghi chu:

Tap chit A: Methyl (3aR,4R,5S,5aR,10bR,13aR)-4-(acetyloxy)
-3a-ethyl-9-[(5R,7S5,95)-5-ethyl-5,6-dihydroxy-9-
(methoxycarbonyl)-1,4,5,6,7,8,9,10-octahydro-2H-3,7-
methanoazacycloundecino[5,4-blindol-9-yl]-6-formyl-5-
hydroxy-8-methoxy-32a,4,5,5a,6,11.12,13a-octahydro-/H-
indolizino(8, I-cd]carbazol-5carboxylat (3'-hydroxy-VCR).

Tap chat B: Methyl (3aR,4R,55,5aR,10bR,13aR)-4-(acetyloxy)
-3a-ethyl-9-[(5R,7S,95)-5-ethyl-9-(methoxycarbonyl)-1,4,5,6,7,
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