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Test report
WA 5

Sample Information

FamfER

Aminophenazone, benzoic acid,

sorbic acid, saccharin and Sample

Sample Name
dehydroacetic acid properties
=R liquid /G €35 3 R
TR RHIR. LAR. Hiks ETTIERIN

Colorless transparent

MR LI

During testing
I3 e

Date of receipt
2025/09/04 2025/09/04 ~ 09/09

e A

Test the ingredients and structural formula

TR KGR

Aminophenazone, benzoic acid, sorbic acid, saccharin and dehydroacetic acid

ZRRE. FHR. LA BRI R L8R

Experimental Requirements

LU ER
Separation meets requirements.
73 B AL R
Reference Method
SH Tk

GB5009.28-2016

Reagent information

wWfER
Reagent Name Grade Brand
LwiIEZE il fif
LR AR (TEvA
LI AR [l 245

El: BRIEDBHM, WREERNAZWAHERART, ARERELTFA, FUEH,

Add: I g &5 B i X WK #1685
Add: 1A E AR TR E K ERE225FHE4E
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HPLC HIE

H

Instrument Information

&I

Instrument Model
V€2t

Test instruments

M A%

High Performance liquid chromatograph
e RO LT A

Thermo Scientific U3000

1. Test process:
REEE

1.1. Chromatographic conditions:

(N G
Chromatographic
column:

otk
. . 20mM ammonium acetate solution (adjusted to pH 6.70 with acetic acid)-methanol =
Mobile phase: 937
V25 7 :
il 20mM_ZFEN JAZ A pH Jy 670) - HIE =937

F;}%W r%e. 1 mL/min
Injection volume:

S R ouk
Column
temperature:
R

Detector:

Kol v
Detection
wavelength:
(RIS

Notes /
ERFE

Welchrom® PSV C18 (4.6x250mm,5pm)

30 °C

230nm

1.2. Solution preparation (¥ L))

1.2.1. Preparation of mobile phase (JiiZIAHECH]) -

20mM ammonium acetate solution: 1.54g of ammonium acetate was weighed, 1000ml of water was added

to dissolve it, and the pH value was adjusted to 6.7 with acetic acid.
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20mM L FREF IR : FREX /R %L 1.54g, /K 1000mIfE %, F 285 pHIE £6.7.

1.2.2. Test solution (i H¥EWD -

We accurately weighed approximately 2 g of the sample and transferred it to a 50 mL screw-capped
centrifuge tube. After adding about 25 mL of water and vortex-mixing, the sample was subjected to 50°C
water bath ultrasonication for 20 minutes. Following cooling to room temperature, 2 mL of potassium
ferrocyanide solution and 2 mL of zinc acetate solution were added. The mixture was thoroughly mixed and
centrifuged at 8000 r/min for 5 minutes. The aqueous phase was then transferred to a 50 mL volumetric
flask. Adding 20 mL of water to the residue, vortex-mixing followed by 5 minutes of ultrasonication was
performed, after which the flask was centrifuged at 8000 r/min for 5 minutes. The aqueous phase was again
transferred to the same 50 mL volumetric flask and made up to the mark with water. A portion of the

supernatant was filtered through a 0.22 um membrane for liquid chromatography analysis..

HERARRANZ)2 gilFE 750 mLEZEBLEH, IIAZ125 mL K, JwieiR>), T 50°C
KIS AL FE20 min, A EH R FZR S MA 2 mL WEAAFACEIE A 2 mL AREVEW, WA, T
8000 r/min £5.0»5 min. W 7KMFFE 2 50 mL AET, FREHEINA 20 mL /K, WIEEREHA 5
min, T 8000 r/min &5 min. K KAHFER £ [F-—50 mL
wEMT, FAKEHEEZE, B, BUER FHRE 0.22 pm BRI, R @i .

1.2.3. Reference solution CXfHEIAR)

Mix of asemit, benzoic acid, sorbic acid, and saccharin sodium: provided by the customer at a

concentration of 100 pg/mL.
ZAEE . KPR, LA, PEREIVIRAR: 2 5, KEDY 100 pg/mL.
Dehydroacetic acid: supplied by the customer, concentration of 100 pg/mL
A CIR: 7P, WEN 100 pg/mL

2. Chromatogram and data (3% BRI
(1) Reference solution X} FEA R &

Spectra of mixtures of amines, benzoic acid, sorbic acid and sodium saccharin.

TIRE . FHIR. AR PR IR R0 &
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250 % PEV C7R w4 [manually integrared] VLB Ut VIS 1 WL 250 nm
- méLl
16507 3. 11857
200+
2- 8240
150
100
#1307
S04
0 L ! T J l|_ “I |lI - T
min
sodl - : = - - .
.0 S0 10.0 12.0 20.0 25.0 200
Mo. |Peak Name Relention Time Aea  [roup Area]  Wwidth (50%) Type Resalulion (EF|symmetry (ER
Iiin mALmin | mAL*min N
1 6507 25.031 117375 0102 BMB* a.08 1.07
2 8.340 28.240 117375 0.136 BMB® 12.15 1.15
3 11.857 45 380 117375 0.188 BMB* 4.51 1.06
4 13173 18.723 117.375 0211 BMB* n.a. 1.13

Dehydroacetic acid solution diagram
i 2 PR R

25104

T PEY COR R [manuzlly infegrated] W Uy VIS 1T WWLE2E0 nm
mLl

200 116183
150
0.0 4

5.0+

L S~

.04
mmn
-10.0dl . .
0.0 A0 100 150 200 280 A0.0)
Peak Results
Mo. |Peak Name Relertion Time | Area Twpe | Resoktion (EF) | Asymmetry (EF) | Flaies (€F)
Imiin mA L min
1 15.163 6.443 BMB* n.a. 121 16128
(2) Test solution (AR ED
Sample 39
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Sample 40
F£40
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140 3 PEV OUR R [manuzlly integrated] [ LU WIS T WAWL250 nm
I'I1."‘.J
1204
0.0
.04
16448 - 8027 14 - 11617
5 0
A 04
2 104
004 L\l W F{0EsT
2004
mn
4 4
0.0 5.0 10,0 15.0 200 25.0 200
Peak Results
Mo. [Peak Mame Refention Time Area Type Resalution (EP) | Asymmetry (EF) | Plates (EF)
Imin mAL*min
1 5447 0.754 BMB* 9.68 0.91 23584
2 B.AZT7 1.008 BMB 9.68 0.94 22628
3 10.857 0.083 BM 2.48 n.a 20664
4 11.617 1.645 MB na. 0.78 21308
100 T PEY COR 7 [manually integrared] 1140 L WIS WANL2ED nm
][ man
55 0] 31130
EORE
15.0+
10,04
5.0
1 1-7.803
‘h 12-8.713
.04 _I_Iullll_r | |I. -
min
5.04
0 5.0 10,0 180 20.0 250 200
Peak Results
MNo. |Peak Mame Refertion Time Arga Typa Resalution (EP) | Asymmelry (EF) | Plakes (EF)
min mAL"min
1 7813 0.465 BMB 335 0.94 19084
2 B713 0.288 BMB 10.55 0.83 18524
3 11.680 5.249 BMB n.a. 0.82 21823

(3) RCRANGE BIRE 10t T 1A

Fi: BFBHRE, LR

f= =y 4
&

Add: LiETHIAT R B EesS/EWETR (PIl) MR EAE0SE
Add: BT g Eh B EWMAERI685
AddSIHERRBAE XX B225FH4k
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Spectra of mixtures of amines, benzoic acid, sorbic acid and sodium saccharin.
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TIRE . AT AR B INR AR 0

120 1 PEY CTR #4 [manuzlly infeqrated] EASHIE Uv_WIS_1 WWLIZ30 nm
mall
| 3-12.743
1004
| t-7.400
204
2-0203
f04
404
] [EE ]
201
o] ,) g .
mn
-Zl:l-l ] T L] ¥
0.0 50 0.0 120 20.0 260 ac.a
Peak Results
No. |Peak Mame Retention Time Area Type | Resoldtion (EP) | Asymmelry (EF) | Plakes (EF)
miin mAL*min
1 7480 23.530 BMB* 4.04 261 9100
2 8203 26.517 BMB* 5.98 252 4726
3 12.743 41.B43 BMB* 4.32 205 11203
4 15.223 17.185 BMB* n.a. 267 8254
Dehydroacetic acid solution diagram
M 7 TV
it S L R T T
5 004 TR [manuzlly integrated] ol IH U WIS 1 WWLZE0 nm
maL
11 - 15,997
4 004
3,004
] 1218793
2.004
1001
:#WJ —
0,004 T
1004
2004
-3 004
min
4.00+ [} T T T T T 1
0.0 50 10.0 15.0 20.0 25.0 20.0
Peak Results
Mo. |Peak Mame Referntion Time Area Type | Resolution (EP) | Asymmelry (EF) | Plales (EF)
min mALU*min
1 159497 a.op2 BMB* 1.78 1.87 3282
2 18.7893 2.384 BMB* n.a. 1.58 1327
BW: BRERERE, WRSERENZNUAFRAL, ARSKEXATiFe, FTEH,
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3. Conclusion (£5i£)
UsingWelchrom® PSV C18 (4.6x250mm,5um) , the detection requirements can be met under these

chromatographic conditions.
A L Welchrom® PSV C18 (4.6x250mm,5um) , EMERELLET, WHEmmER.
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