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LC/MS/MS Screen for the Presence of Melamine in swine and 

poultry tissues FERN-CHE.0003.00
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FERN-CHE.0003.00 

 

MS   

™ �

2.  

h.   
 
3.  

b.  

c. 1N HCl: 100ml 83ml 1L

 

d. 0.1N HCl: 8.33 ml 1L

 

e. 5% - A 25 ml 475ml 

 

f. A (25 mM /25 mM ) 

  1.93g 1L 1430 �L
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4.  

 

 

5. (100 �g/mL): 

  5 mg 50 mL 25 mL 50% ACN:H2O

ACN:H2O (1:1, v/v)  

6.  (1 �g/mL): 

500 �L 50 mL ACN:H2O (1:1, v/v)

 

�

  1 �g/mL  
5
N3 ACN:H2O (1:1, v/v)  

8.  
 
 
Concentratio
n  

Tissue
equivalen
t  

Volume
melamine
working std. (1 
�g/mL)  

Volume
IS (1 
�g/mL)  

Volume
ACN:H2O (1:1, 
v/v)  

0 ng/mL  0 ppb  0 �L  500 �L  500 �L  

125 ng/mL  25 ppb  125 �L  500 �L  375 �L  

250 ng/mL  50 ppb  250 �L  500 �L  250 �L  

500 ng/mL  100 ppb  500 �L  500 �L  0 �L  
 

°

°
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 ±

� �

�

m. 5 mL  5% -  

°

o. 100 �L  ACN:H2O (1:1, v/v),  100 �L IS (
15

N3 Melamine, 1 �g/mL).  

aa. 1min  

bb. 0.45 �m LC-MS/MS  
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i.  Polarity:  Positive  
ii.  Ion Source:  Electro 

Spray 
iii.  Source Temperature :  125  
iv.  Desolvatiion 

Temperature : 
450  

v.  Cone Gas Flow :  20 L/hour  
 
 
vi. Desolvation Gas Flow : 900 L/hour  

 
Multiple Reaction Monitoring (MRM) Parameters:  

i. Resolution Q1 & Q3 Unit  
ii. Cone Voltage : 35V  
iii. Dwell Time : 0.2 sec  
 
iv. Melamine Transitions:  
(a) m/z 127� 85 27eV collision voltage (quant. Ion)  
(b) m/z 127� 68 17eV collision voltage  

15
N3 Melamine Transition:  

(a) m/z 130� 87 17eV collision voltage  
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50 ppb External Standard  

 
Blank Poultry Muscle  
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Products used in this Application:

10020mM Potassium phosphate, pH 7Eluent A: Pct. A:

Column:

Flow Rate:
Col. Temp.:

Aqua 5u C18 125A
250 x 4.6 mm ID Dimensions:

1.5 mL/min
ambient

Order No: 00G-4299-E0

Detection: UV-Vis Abs. - Variable Wave. @ 254 nm (ambient)

Elution Type: Isocratic

ANALYTES:
1 Ammelide

2 Melamine

3 Cyanuric acid 

4 Guanyl

5 Ureidomelamine

6 Melem

7 Melam

HPLC Application

Melamine and Impurities

ID No.: 1177

1 of 1Page



 

 

 

销售热线：020－38785061/62/63
www.gzflm.com

新 
Luna Hilic 色谱柱测定奶粉中三聚氰胺 

优点：方法简单，无需添加离子对试剂、无需衍生也能获得良好的保留，并可直接转移至

LC/MS/MS 方法中予以确证。 
 
仪器：HITACHI  L2000 HPLC 色谱仪（L2130 泵+L2400 紫外检测器） 

色谱柱：Luna Hilic 5u 250x4.6mm 色谱柱（货号：00G-4450-E0） 

SPE 小柱：Strata X-C 60mg/3ml 

试剂：乙腈、甲酸、水、氨水、甲醇 
 
样品前处理： 

取奶粉样品 5g,精密加入甲醇 50ml,并精密称定重量，超声处理 30min,精密称量并用甲

醇补足重量，摇匀，滤过，取续滤液 30ml,离心 10000r/min 5min,精密取上清液液 20ml, 分

次过预先经 3ml 甲醇和 3ml 水处理的 Strata X-C 小柱，再分别用 3ml 水和 3ml 甲醇清洗，

用 1ml5%氨水甲醇溶液洗脱，收集洗脱液，氮气吹干，1ml 甲醇溶解，虑膜滤过，续滤液作

为供试品溶液，HPLC 测定。回收率 96.2%（RSD=3.4%，n=6）。 

色谱条件： 

※流动相：乙腈-0.1%甲酸（90:10） ※流速：1ml/min ※检测波长：240nm ※进样量：5ul 
 

  

 

市售某品牌成人奶粉样品图谱 

RT  (min) Name Area N  (EP) 

10.37 
三聚氰胺 

42767 15028 
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1 Strata X-C 60mg/3ml 
8B-S029-UBJ 

, 

 

2 Luna C8 2 5u 250 4.6mm
00G-4249-E0 

NY/T 1372-2007 

3 Polar-RP 4u 150 4.6mm 
00F-4336-E0 

FERN-CHE.0003.00 

4 Polar-RP 4u 150 2.0mm 
00F-4336-B0 

FERN-CHE.0003.00 

5 
Zebron ZB 5ms 30m

0.25mm 0.25um 
7HG-G010-11 

NY/T 1372-2007 

5 Melamine  99.5% CAS 108-78-1 2.5g/

6  25g  

7 
BSTFA+TMCS,99:1   

20 x1ml GC/MS  


