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Experimental Requirements
SEHER

Develop a method to analyze Iopromide and its Chloro Impurities, requiring the separation between

Iopromide and the impurities to meet the customer's requirements.
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Reference Method
SEE
Customer's method
BT
Reagent information
wiE B
Reagent Name Grade Brand Article Number
A AR 2l fit R U]
Water Ultrapure water Welch
/
K (LW Hia
BB BRIFRBUHE, LREERNNZNUHERRT, ARERERTFA, FITRH,
Add: LG HHT X REes5EREYZ (Pil) BEE £HEHI0SHK P4 : 201600
Add: T &€ B RE WA #1685 P4 : 321000
Add: I RERRBAEEXRHE225Fif4k B4 : 211500
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Methanol HPLC Welch
00814-01008
FH iz ik ENE!
Potassium dihydrogen
AR Aladdin
phosphate i /
o 50T T
BRtEmR — S
Potassium hydroxide AR Aladdin
/
A PAR IR (T
Instrument Information
L EHE B
Test instruments Instrument Model
A AR P& s
High Performance liquid chromatograph
N Thermo U3000
e RO A
1. Test process:
1.1. Chromatographic conditions:
i kAt
Chromatographic
column: Xtimate Phenyl-Hexyl (4.6x250mm,5um)  PN: 00104-21043
o
Mobile phase: Phosphate buffer: Methanol = 95: 5
g SN
LA BRI T=95:5
Flow rate: :
G 1.0 mL/min
Injection volume:
HERER 20 hL
Column
temperature: 40 °C
IR
Detector:
K a v
Detection
wavelength : 254 nm
R GS
Time (min) Mobile phase:
. I iE gD plIL]
Isocratic
Program : 0 100 %
LR
95 100 %
BB BRIFRBUHE, LREERNNZNUHERRT, ARERERTFA, FITRH,
Add: LG HHT X REes5EREYZ (Pil) BEE £HEHI0SHK P4 : 201600
Add: T &€ B RE WA #1685 P4 : 321000
Add: I RERRBAEEXRHE225Fif4k B4 : 211500
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Notes
EEFI

1.2. Solution preparation (VAVRACH)

1.2.1. Preparation of mobile phase (JiRzAHECH]) -
Mobile Phase: Take 0.68¢g of Potassium Dihydrogen Phosphate into 1000ml of pure water. After
thorough dissolution, adjust the pH to 6.8 with a Sodium Hydroxide solution. After mixing, take
950ml of the resulting solution and mix it with 50ml of methanol. Mix well and sonicate to obtain the

final solution.
TEhAE: BUSEER A4 0.68g £ 1000ml 4K, 7o vE M e A EABNA R IR pH 2
6.8, JRAEELHF 950ml 5 50ml FFEEIR S, JRAEFERIE,

1.2.2. Blank solution. Diluent (%5 &M Wk -
Provided by the customer (%7 #&ft)

1.2.3. Iopromide, Impurity 1, and Impurity 2 reference solution: Provided by the customer, ready for

direct analysis.
St 5 i R0 1 Sk Jon 2 X RV 2R AL, AT EET

1.2.4. Mixed reference solution: Prepare by mixing each reference solution in equal proportions.
TR IRIE TR AU X HRVER, 55 B BR SI RIS .

2. Chromatogram and data GEEFEIE)
(1) Analysis spectrum of Blank solution (%5 EHE A HT KL -
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Add: Figh AT KRB85S B0 EMZ (FIW) HEE £ME0S K P4 : 201600
Add: I EEEHhE HE W E#1685 h4hi: 321000
AddSIHERRDAER X EB225Fh4E P4 : 211500
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(2)  Analysis spectrum of API reference solution (Bl %5 e xif BRI 0 A I ) -
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(3)  Analysis spectrum of Imp1 reference solution
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A &ER
FEG | PR BT ) WETHI SIN A et i 4+ BE (EP) i (EP) | A~ EREE (EP)
min mAL*min Yo
1 Imp1 58.885 0.207 24.5 6.94 1.96 14973 0.93
2 Imp1 62.772 0.260 29.5 8.7 213 15027 093
3 Imp1 68.145 1.238 92.6 41.40 3.42 8224 0.90
4 Imp1 78.755 1.285 89.2 42.96 n.a. 9545 0.92
L 2,991 100.00 7.51

(4)  Analysis spectrum of Imp2 reference solution
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Add: £ XBARis855 B T2 (PU) HEE EAEH0SE
Add: BT EE X H B WA #I1685
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BoEER
FEG | i W ) WETHI SIN A e £ 4 #E AL (EP) s (EP) | X ERAE (EP)
min mAL*min Yo
1 Imp2 68.492 0.368 249 12.48 1.34 11541 n.a.
2 Imp2 72.628 1.435 69.9 48.65 1.55 6446 0.86
3 Imp2 77.417 0.274 17.2 9.31 1.25 14399 n.a.
4 Imp2 81.572 0.872 39.0 29.56 n.a. 6450 0.91
S 2949 100.00 415

(5) Analysis spectrum of Mixed reference solution (V& X}

fe R BT S

500
4004
2
':, 2004
:
2 zo004
004
00 I
-:I 50_ T T T T T T T T T T
00 10.0 200 300 40 50.0 600 70.0 a0.0 900 9
I ] [min]
&R
FEG 4R | W& SIN A et e i 2 4+ BE (EP) A (EP) | T ¥RAE (EP)
min mAL*min Yo
1 Imp1 58.975 0.196 229 1.20 1.97 13855 0.85
2 Imp1 62.753 0.201 257 1.22 2.35 18494 0.91
3 Imp2 68.338 1.312 107.4 7.99 2.0 8737 0.85
4 R 5 T4.273 7.201 530.1 43.86 1.41 9803 0.76
5 Imp1 78.610 0.891 69.1 5.42 1.10 8831 0.80
& Imp2 81.928 0.273 246 1.66 1.55 13036 n.a.
T L 86.565 6.345 479.8 38.65 n.a. 12395 0.88
L 16.419 100.00 10.39
B BRFREHEE, RRSERMIZWAFRRE, ARSKEX DA, FTEH,
Add: LighiI KB rmEss S BIEZ (PU) BHE ZMREI0S# P4 : 201600
Add:#I & EmBHEAMAEHI1685 P4 321000
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3. Conclusion (45i2)
Using Welch Xtimate Phenyl-Hexyl (4.6x250mm, 5pum) analyzed lopromide and its Chloro Impurities
under this chromatographic condition , the results meets the customer's detection requirements

fdiF A JB i kE Xtimate Phenyl-Hexyl (4.6x250mm, Sum) 7E %4 1E T Mt 2 i &

HSARARIT, b4 R e 2 P A I 7 5K
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