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Tién hanh

Chudn bj mau thir theo mét trong cdc cdch sau:

a. Dong day can than 3 cdc dyng miu thir, tranh hinh thanh
bot khi. Gat miéng cbc néu cin dé c6 bé mat phing cia
méu thir. Bao quan & (25 + 0,5) °C trong 24 h trix khi ¢6
quy dinh khac.

b. Bao quan 3 miu & (25 + 0,5) °C trong 24 h trir khi c6
quy dinh khdc. Dung mot dao sic thich hop dé cit miu thir
trong 5 min. Lam day 3 coc dung mAu, trdnh hinh thanh
bot khi, gat miéng coc néu cin dé c6 bé mat phing cua
mau thir.

c. Lam néng chay 3 méu thir va déng diy 3 cbc, tranh hinh
thanh bot khi. Bao quan ¢ (25 % 0,5) °C trong 24 h trir khi
co quy dinh khac.

Tién hanh do:

Dit mot cée chira mAu thir da chudn bi nhu trén 1én bé d&
ngang cua xuyén thdu ké. Pam bao bé mit cia cdc thing
goc véi truc thing dimg ciia miii xuyén. Dua nhiét do cua
miii xuyén tGi (25 £ 0,5) °C va diéu chinh vi tri cia miii
xuyén sao cho chép miii xuyén cham vao bé mit miu thir.
Diéu chinh thang do do dam xuyén vé 0 va ngay lap tirc
mé chdt tha miii xuyén roi tir do trong 5 s. Giit chic miii
xuyén tai vi tri d4 roi va doc chi sé trén thang do. Nhic lai
phép thir véi 2 cée chita mAu thir con lai.

Tinh két qud

Doc do xuyén trén thang do chinh x4c dén 0,1 mm. Tinh
gié tri trung binh ciia 3 1an do. Néu gid tri m3i 14n do chénh
léch qua 3 % so véi gia tri trung binh thi phai thir lai vé§i 3
lan do trén 3 cbc khac va tinh gia tri trung binh cua 6 lan
do va dg léch chuan twong dbi.

Hydrocarbon thom da vong

Phuong phap quang phd hip thu tir ngoai va kha kién (Phu
luc 4.1).

Sir dung cdc thudc thir ding cho quang phé tir ngoaqi.
Dung dich thir: Hoa tan 1,0 g ché phim trong 50 ml hexan
(TT) 44 dugc lic trudce 2 lan véi 10 ml dimethyl sulfoxid
(TT). Chuyén dung dich thu dwgc vao binh gan dung tich
125 ml (binh gan thir 1) c6 nut va khéa mai khéng diung
vt ligu bdi tron. Thém 20 ml dimethyl sulfoxid (TT). Lic
manh trong 1 min va dé yén dén khi hdn hop tach thanh
2 16p. Gan 16p duédi sang mdt binh gan khac (binh gan
thir 2). Chiét tiép binh gan thir 1 mot lin nira véi 20 ml
dimethyl sulfoxid (TT), gan 16p dudi vao binh gan thir 2.
Thém 20 ml hexan (TT) vao binh gan thir 2 va lic manh
hdn hop trong 1 min. P& yén dén khi hdn hop tach thanh 2
16p. Tach 16p dudi va pha lodng thanh 50 ml véi dimethyl
sulfoxid (TT). Do phd hép thy cia dung dich thu duoc
trong khoang buéc séng tir 260 nm dén 420 nm, ding cong
do c6 d6 day 4 cm va mau tring dugc chuin bj bing cach
lic manh 10 ml dimethyl sulfoxid (TT) véi 25 ml hexan
(TT) trong 1 min, lay 16p trong & dudi.

Dung dich doi chiéu: Hoa tan naphthalen (TT) trong
dimethyl sulfoxid (TT) dé dugc dung dich cé nong do

VASELIN VANG

6,0 mg/L. Po 46 hép thy cia dung dich ddi chiéu & buée
song cuc dai 278 nm, dung céng do cé do day 4 cm va miu
trdng 12 dimethyl sulfoxid (TT).

D6 hip thu 4nh sing cia dung dich thir tai bat ky budc
séng nao trong khoang budc séng tir 260 nm dén 420 nm
khéng dugc 16m hon d6 hip thy do dugc cia dung dich ddi
chiéu & 278 nm.

Tro sulfat
Khéng dugc qpé 0,05 % (Phu luc 9.9, phuong phap 2).
Dung 2,0 g ché pham.

Bdo quéin
Tranh anh sang.

Loai thubc
Té duogc.

Nhin
Phai ghi diém nho giot ctia ché pham.

VASELIN VANG
Parafin mém vang

Vase:lin vang 12 mét hdn hop cac hyfjrocarbon mém lay
tlr dau mé, da duoc tinh ché. Che phim c6 thé chira chat
chong oxy hoa thich hop.

Tinh chit

Khéi mém, nhom, trong mo, mau vang, c6 huynh quang
nhe dudi anh sdng ban ngay khi ¢ trang thai tan chay.
Thure té khong tan trong nuéce, ethanol (96 %) va glycerin,
kho tan trong methylen clorid.

Pinh tinh

C6 thé chon mét trong hai nhém dinh tinh sau:

Nhém 1: A, B, D.

Nhém 2: B, C, D.

A. Phd hép thu hdng ngoai (Phu luc 4.2) cia ché phim
phai phit hgp véi phd héip thu héng ngoai ciia vaselin vang
chuén.

Liy khoang 2 mg ché phim Ién 1 dia nén natri clorid, trai
déu ché phim bing 1 dia nén natri clorid khac rdi nhéc 1
dfa nén ra va tién hanh do phd.

B. Piém nho giot ciia ché phdm trong khoang 40 °C dén
60 °C va khong duge chénh léch quéa 5 °C so voi gia tri
ghi trén nhan. Xéc dinh diém nho giot cia ché phim theo
phuong phép 4, Phu luc 6.7. Tién hanh dé diy ché phim
vao cdc nhur sau: Pun néng ché phdm & nhiét ¢d 118 °C
dén 122 °C, vira dun vira khudy dé dam bao ché phdm néng
déu, déng nhét. D& ngugi dén 100 °C dén 107 °C. Lam dm
cbe dung bﬁng kim loai & nhiét d 103 °C dén 107 °C trong
tu sdy, ly cdc ra va dit trén mot dia sach hodc khay sit,
rot vao vira du mét lugng ché phim nong chay dén day
cbc. Dé ngudi cde trén dia hoac khay trong 30 min, dit coc
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VERAPAMIL HYDROCLORID

chira ché phdm trong cach thiy & 24 °C dén 26 °C trong
30 dén 40 min. Lam phing bé mit mau thir bing mgt nhat
dao hodc ludi cao déu, trdnh 4n vao ché phdm trong cbc.
C. Lam tan chay hoan toan 2 g ché phim, thém 2 ml nudc,
0,2 ml dung dijch iod 0,05 M (TT). Lic déu, dé ngudi, lop
trén s& c6 mau tim héng hoic nau.

D. Ché pham phai dép (g yéu cau phép thir Do trong va
mau sic caa dung dich.

P§ trong va mau siic ciia dung dich

LAy 12 g ché phém, 1am tan chay trén céch thily. Khdi chét
16ng khéng dugc ddm mau hon hdn hop gbm 7,6 thé tich
dung dich gbc mau vang va 2,4 thé tich dung dich gbc mau
d6 (Phu luc 9.3, phuong phap 2).

Gi6i han acid - kiém

Thém 20 ml nudc s6i vao 10 g ché phim va lic manh trong
1 min. Dé ngudi va gan lay 16p nudc. Thém 0,1 ml dung
dich phenolphtalein (TT) vao 10 ml nudc vira gan ra, dung
dich khong mau. Mau cua chi thi phai chuyén sang d6 khi
thém khong qua 0,5 ml dung dich natri hydroxyd 0,01 N
(CD).

Thé chat

100 dén 300.

Phuong phap xiac dinh: Nhu mé ta trong chuyén luin
Vaselin n'?mg.

Hydrocarbon thom da vong

Phuong phap quang phé hép thu tir ngoai va kha kién (Phu
luc 4.1)

Str dung cdc thuéc thir ding cho quang phé tic ngoai.
Dung dich thir: Hoa tan 1,0 g ché phim trong 50 ml hexan
(TT) da dugc lic truée 2 1n véi 10 ml dimethyl sulfoxid (TT).
Chuyén dung dich thu dugc vao binh gan dung tich 125 ml
(binh gan thir 1) c6 mit va khéa mai. Thém 20 ml dimethyl
sulfoxid (TT). Lic manh trong 1 min va dé yén dén khi hén
hop tach thanh 2 16p. Gan lop dudi sang mét binh gan khac
(binh gan thir 2). Chiét tiép binh gan 1 mdt lan nira véi
20 ml dimethyl sulfoxid (TT), gan l6p dudi vao binh gan thir
2, thém 20 ml hexan (TT) vio binh gan thir 2 va lc manh hén
hop trong 1 min. Dé yén dén khi hdn hop tach thanh 2 16p.
Tach l6p dudi va pha loang thanh 50 ml véi dimethyl sulfoxid
(TT). Po phd hip thu cia dung dich thu dugc trong khoang
budc song tir 260 nm dén 420 nm, ding cong do c6 do day
4 cm va méu tring duoc chuin b bing cach lic manh 10 ml
dimethyl sulfoxid (TT) véi 25 ml hexan (TT) trong 1 min, liy
16p trong ¢ dudi.

Dung dich doi chiéu: Hoa tan naphthalen (TT) trong
dimethyl sulfoxid (TT) dé duoc dung d;ch ¢6 nong do
9,0 mg/L. Do do hap thu cia dung dich déi chiéu & budc
séng cuc dai 278 nm, ding céng do c6 d§ day 4 cm va mau
tring 14 dimethyl sulfoxid (TT).

D6 hap thu anh sang cua dung dich thir tai bat ky buéc
séng nao trong khoang budc séng tir 260 nm dén 420 nm
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khéng dugc 16n hon d9 hép thy do duoc cua dung dich doi
chiéu & 278 nm.

Tro sulfat
Khoéng dugc qua 0,05 % (Phy luc 9.9, phuong phap 2).
Dung 2,0 g ché phim.

Bio quéan
Tranh 4nh sang.

Loai thudc
Ta duoc.

Nhin
Phai ghi diém nho giot ctia ché pham.

VERAPAMIL HYDROCLORID
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C27H33N204.HC1 Ptl: 491,1

Verapamil hydroclorid 12 (2RS)-2-(3,4-dimethoxyphenyl)-
5-[[2-(3,4-dimethoxyphenyl)ethyl](methyl)amino]-2-(1-
methylethyl)pentannitril hydroclorid, phai chira tir 99,0 %
dén 101,0 % C,;,H33N,0,.HCI, tinh theo ché phédm d3 1am
kho.

Tinh chit

Bot két tinh mau trang hay gan nhu tring.

Tan trong nuéc, dé tan trong methanol, hoi tan trong
ethanol 96 %.

Nhiét ¢4 nong chay khodng 144 °C.

Pinh tinh

Co6 thé chon mét trong hai nhém dinh tinh sau:

Nhom I: A, D

Nhém II: B, C, D

A. Phd hép thu hdng ngoai (Phu luc 4.2) cia ché phim
phai phii hop v6i phé hép thu hdng ngoai clia verapamil
hydroclorid chudn. Chuan bj miu do dudi dang dia nén.
B. Ph hip thu tir ngoai (Phu luc 4.1)

Hoa tan 20,0 mg ché pham trong dung dich acid hydrocloric
0,01 M va pha lodng thanh 100,0 ml véi cung dung dich
acid. Pha loang 5,0 ml dung dich nay thanh 50,0 ml bing
dung dich acid hydrocloric 0,01 M. Po phd hip thu tir
ngoai trong khoang tir 210 nm dén 340 nm, dung dich phai
cho hai cyc dai hip thu & 229 nm va 278 nm va vai hép
thu & 282 nm. Ti 1¢ d¢ hip thu & hai budc song cuc dai
(Az78/A229) phai tir 0,35 dén 0,39.



