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3.1 X5
3.1.1 IECkE (CeHip) = faglali.
3.1.2 HfiE (CH;OH) : fhifal,
3.1.3 KBRS (NaxSO4) : Zriréli.
3.1.4 EEMH (NaOH) : 4l
3.1.5 =ZH AN EER: 50%.
3.2 BIKECH
3.2.1 E2%E AN EEIE T HERRRRI2 g H AN (3.1.4) TRk, IMAREE (3.1.2) ,
M B R AN R VR IR, 100 LA RS, MRS AEZEZE.
3.2.2 15% = FUA0H F VA X 50% = 3 ALl R (3.1.5) 30 mL, 2212 IMAZ%EH 70 mL
Il (3.1.2) Mgestrh, H3EEsEmai s,

3.3 FREYIR

331 B H M =8 (Cs HesOs, CAS: 13552-80-2) Frifkfh, 4i/E>98%.
332 T —WREZHE (CioH2a02 CAS: 1731-86-8) Hnifkdh, 4H/F>99%.

3.3.3 37 FhfIRINIEE F BRVR S bR e A AR HE i, S IRIESFE T3 A

3.4 fRERRECH
3.4.1 BRI H I = B8 N AR AR (1000 mg/L)

FREL 0.10 g CKHEAAZE 0.0001 g) + MR H i =88, hoA 50 mL FEEIEME, A 100 mL A&
A, CAHEEE 2, Hil Bl S . ik AT -20 C Rl AR AE = AN H o o A A DU BRGS0 mg/L
I, BB .

3.4.2 +—BxER B A FRIER (1000 mg/L)

FREX 0.10 g CREAIA 0.0001 g) +—RRIRH S, HIA 50 mL IF CU5eiafE, 2N\ 100 mL &5 &
1



H, DLIE V56 58 25 » 1) R 25 T it 2V T--20°C il AR A7 = AN H o I DLUIE SR FiRE A 50 mg/L
frb e, BB .
3.43 37 MR TR YRR AR VA R
W MR DT R R R VR G bR BV RN O 8 5 F8 & 10 mL A s+, HIECkES, 7-20 C
P98 AT PR A — ]
R I T LR RIS 243K B () 5.00 mg/L —+— B R B P b (R0 B e T ARV, BRI
4 UREERE
4.1 SAREIE- PSR (GCMS) .
4.2 fHIEKH: (40°C~100°C) +1 C.
43 RSP & 0.1 mg.
4.4 IRNEIRT %5 o
4.5 MR

5 PR

5.1 HmAETLIE
FREUFE 0.1 g ORI 2R 0.1 mg) T 250 mL BEHEH, I 50 mg/L +—Bk& H il =B8N AR 1mL
GHHMTF 50 ug) 5 INF 2% AN BRI (3.2.1) 8 mL, RARS), HEEFIRAEEIT
£ 80 “CK¥E EIRIVL, B ZIMIETHE S B B Eom N 15% = %08 s (3.2.2) 7 mL,
RS2 2 ming 25 B KRR R A BESS, 4RSI 1 min; MK EBCR B, A H %
i, WA 10 mL ECKE, REE 2 min, WEL EZEE KA, (@S TCKRRNRK S,
i 0.22 pm WANUAHIENE, fF GC/MS Kl
52 UEREMH
a ikt BAE G (DB-23, 60 mx0.25 mmx0.25 um) , SMEREA 243 .
b mAiE R
cHAWE: 1.0 mL/min,
dHFEIRE: 270°C,
eSEFTHE: WIAHIRE 60 ‘CHFE: 3.0 min;
60 ‘C~160 ‘C, FHif#Z 15 ‘C/min; {REF 0 min;
160 'C~210 'C, FHE#Z 8 C/min; £RFF 0 min;
210 CT~230 C, FHE#EZRK 3.15 C/min; {#£F 10 min.
R A RERE, AR S D L.
g AR 1.0 L.
h. & FJE: EI, 70eV.
LEFIRIREE: 230 C.
VORI EE: 150 Co
kAEREZ: 270 C.
LERMTRIEFEE T (SIMD , 14 FiIRITER BRI OR B E] . e Ve RoE BB T L% 1.
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R 114 FENR TR s g RS T

FFg JIg Js T2 EEETmz) | T (m/z) R B 5] [H] (min)
1 C6:0 74 87. 99. 59 8.34
2 C8:0 74 87. 127. 59 10.44
3 C10:0 74 87. 143 12.23
4 C11:0 (AHR) 74 87. 200. 143 13.08
5 C12:0 74 87. 143. 183 13.94
6 C13:0 74 87. 143, 185 14.79
7 C14:0 74 87. 143. 199 15.66
8 Cl14:1n5 74 87. 166. 208 16.06
9 C15:0 74 87. 143. 213 16.53
10 C16:1n7 74 87. 194, 236 17.81
11 C17:0 74 87. 143. 284 18.42
12 C18:2n6t 67 81. 95. 294 20.03
13 C20:3n6 79 67. 95 20.79
14 C20:4n6 79 91. 67. 105 23.62

53 ERIHE

&0 (O HEFERPIEDRN S E (CUERFEET) -
cxV
m

X =

EVGEF

X—Heah IRITRR & & (LUIRITRR WG TH) , BN Z AT (mg/ke)
c—HE SR IEU IR TR T R HOUR L, A N Oe B2 T (ug/mL)
V—FRERIE U BRI, AT (mL)

m—FEE IR R, AT (@)

THE A ROR B = A BT
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5 R 7 2 P T 2 B Wil i 2 TR AP AE SR, P W I 3R v i P el e A AR S R e AL 2R
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& FIE MG (mg/kg)

C6:0 x>30, WAEFTREAAAER S, HHIAAEAAEMO, W E A7 R

C8:0 x>120, AT REAFAE S, A5 HEBRERAEI T30,  HA AR ZEAER D, RAE N7
TR i

C10:0 x>100, JMAEATREAFAE SR8, A HERREAARID TP, HaAAR I Aserrih®, mAlE
NS TR b

C12:0 400>x>130, JHAEFTBEAETE R, Z HERREEAR M AT T30,  BHAA I A&
O, BT N S AR
x>400, IR REAAE TR, A HEBRAEA T30, ny ) o T IR A

C13:0 x>10, 0 HE N AR RE

C14:0 x>1200, JHAEATBEAFAESE W, A HERREAAEI TP, WA E Dy 570 A

Cl14:1n5 x>10, W2 AT H AR EE

C15:0 600>x>240, JHARTIREAFESTEH , A HEBRASHRM 0@,  H AR IAAS I I A F 0O,
AT R N S T TR R
x>600, IR BEAAE TR, A HEBRAEA T3, ] e S v IR A A

Cl6:In7 | x>2000, ASTTREAFAESRH, A HEBRITAEN . SR BRI ANER AR 400>, "I

SE NS A

C17:0 x>1800, HAE AT REAFAEAH, A HEBRBIBE I T30, RIAE 52 R b

C18:2n6t | x>800, W35 A7 5 i igFE

C20:3n6 | 450>x>220, JHMARFTREAFTE o, A HEBRSEAFH T30, AT 2 5 e RE b
x>450, B HE MR H AR EE S

C20:4n6 | 120>x>36, JMARTTREAAAE S, A HEBRSEATMTHR®, nl e A5 5 IR R
x>120, A8 N5 H AR EE b

e (D) #ARR T 7 RASAEEENE S 37 MR IR & &, RYE 37 FIRMR S B0 ms &
B C #HATHRIN, AN J77%Z7% GB 5009.168-2016.
2) HEBRAFARH . SEFFHT Ik %K 3,

R 3 HERT I E T

& T (mg/kg)

C8:0 x>(FE b A SR C14:000 5 5 X0.04),  AIHEERERAE I 1

C10:0 x>(FEah N IR C14:0003 #X0.072), T HEBRERE 44

C12:0 x>(FEAn N EE R C14:000 5 & X 1.00), AT HEBRERA 48
x>(FfE b IR C22:1n91 7% £ X 0.08), AT HERR SEFFIh T




C15:0 x>(FEah N IR C14:000 5 #X0.12),  AIHEERAZA TPt

C20:3n6 x>(FESh R IFIR C22:1n9f0% X 0.15), Al HERRSEAF M T3
C20:4n6 x>(FEA T ITIR C22:1n9F) & X 0.04), AIHEERSER I

C14:0/C12:0Eb1E x>20, A HEBRAEAE 3

7 FREEH

7.1 FEE

7.2 BdEREm

7.2.1 CAIEW S (RS0 SO, A4 SOn IR, AR il AL B R 8y LI =1
RS E

7.2.2 LACHRREN “SRE AR AR S ERAPERT A, RIS DAAS R RS FE AT X T

7.3 BOEHIRERRIE
KA B 3 HIEPFTBA BT i S 50K 1



MisE A
ENGE PRI GAEGBROADRE

KA JERTFERESERRS AT RE

5 H 53R HIr TR CAS No. fEIRR 2l -3 A
/(mg/mL)
1 TR H e Methyl butyrate 623-42-7 C4:0 99.9 0.402
2 CLE Methyl hexanoate 106-70-7 C6:0 99.7 0.399
3 F IR g Methyl octanoate 111-11-5 C8:0 99.9 0.399
4 LR H i Methyl decanoate ( caprate ) 110-42-9 C10:0 99.9 0.399
5 IR F i Methyl undecanoate 1731-86-8 C11:0 99.5 0.199
6 R T Methyl laurate 111-82-0 C12:0 99.8 0.398
7 T =R i Methyl tridecanoate 1731-88-0 Cl13:0 99.4 0.199
8 T VYRR i Methyl myristate 124-10-7 Cl14:0 99.7 0.400
9 Jii-9-—1 DY e — 445 R Y i Myristoleic acid methyl ester 56219-06-8 Cl4:1n5 99.9 0.202
10 + R H i Methyl pentadecanoate 7132-64-1 Cl15:0 99.6 0.200




11 JjE-10-+ T4 12 H i Cis-10-pentadecenoic acid methyl ester 90176-52-6 C15:1n5 99.0 0.197
12 RVAY/3 Methyl palmitate 112-39-0 C16:0 99.9 0.598
13 -9~ 7S B — 45 TR P i Methyl palmitoleate 1120-25-8 Cl16:1n7 99.7 0.199
14 +-LRER iR Methyl heptadecanoate 1731-92-6 C17:0 99.9 0.201
15 Jii-10-+—Ji 1 Y i Cis-10-heptadecenoic acid methyl ester 75190-82-8 Cl17:1n7 | 99.9 0.200
16 + )\ RIR i Methyl stearate 112-61-8 C18:0 99.9 0.399
17 S-9-1 )\ B — 4 1R P i Trans-9-elaidic methyl ester 1937-62-8 C18:1n9t | 96.9 0.194
18 -9~ )\ B — 47 1R Y i Cis-9-oleic methyl ester 112-62-9 C18:1n9¢ | 99.9 0.399
19 Ko [R-9,12-+ )\ Bk - Jas 2 I Linolelaidic acid methyl ester 2566-97-4 C18:2n6t | 99.9 0.200
20 JIgE,  M5T-9,12-+ )\ e — Js & FF Methyl linoleate 112-63-0 C18:2n6c | 99.9 0.200
21 e G Methyl arachidate 1120-28-1 C20:0 99.9 0.401
22 JigE, T, 5i-6,9,12-+ )\ Bx = # BR Ik GAMMA-linolenic acid methyl ester 16326-32-2 C18:3n6 99.5 0.198
23 - 11~ A+ f— 45 R H i Methyl eicosenoate 2390-09-2 C20:1n9 99.9 0.201
24 T, WG, 5E-9,12,15-- )\ Bk =) 1 H T Alpha-Methyl linolenate 301-00-8 C18:3n3 99.6 0.200




25 TR s Methyl heneicosanoate 6064-90-0 C21:0 99.5 0.201
26 W5, Ji-11,14-764 — I8 G Cis-11,14-eicosadienoic acid methyl ester 2463-02-7 C20:2n6 99.9 0.199
27 Bty e /34 U Methyl behenate 929-77-1 C22:0 99.8 0.398
28 W, I, W—8,11,14— {64 = 15 HR T fig Cis-8,11,14-eicosatrienoic acid methyl ester 21061-10-9 C20:3n6 99.1 0.197
29 Jji-13- - i — AR s Methyl erucate (cis-13-docosenoic acid methyl ester) 1120-34-9 C22:1n9 99.7 0.199
30 Jii-11,14,17-4¢6 4 =45 18 FH i Cis-11,14,17-eicosatrienoic acid methyl ester 55682-88-7 C20:3n3 99.2 0.198
31 Jii-5,8,11,14-4¢4 VU J75 18 H g Methyl cis-5,8,11,14-eicosatet 2566-89-4 C20:4n6 99.3 0.200
32 =R P s Methyl tricosanoate 2433-97-8 C23:0 99.9 0.201
33 MWii-13,16- -+ —hk — J& 88 Y B Cis-13,16-docosadienoic acid methyl ester 61012-47-3 C22:2n6 99.9 0.200
34 DY B ER F Methyl lignocerate 2442-49-1 C24:0 99.8 0.399
35 Jii-5,8,11,14,17-464 F4 e H g Methyl cis-5,8,11,14,17-eicosatet 2734-47-6 C20:5n3 | 99.9 0.199
36 Ji-15- = DY — K% R i Methyl nervonate 2733-88-2 C24:1n9 99.9 0.200
37 ii-4,7,10,13,16,19 - —~+ —Hi 7~ 1 16 H g cis-4,7,10,13,16,19-Docosahexaenoic acid methyl ester 2566-90-7 C22:6n3 99.7 0.198
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	将样品甲酯化，采用气相色谱-串联质谱内标法定量测定13种脂肪酸甲酯含量，再根据脂肪酸甲酯含量判定油脂
	3.1试剂
	3.1.1正己烷（C6H14）：色谱纯。
	3.1.2甲醇（CH3OH）：色谱纯。
	3.1.3无水硫酸钠（Na2SO4）：分析纯。
	3.1.4氢氧化钠（NaOH）：分析纯。
	3.1.5三氟化硼甲醇溶液：50%。
	3.2溶液配制
	3.2.1含2%氢氧化钠的甲醇溶液：准确称取2 g氢氧化钠（3.1.4）于烧杯中，加入甲醇（3.1.2），超声
	3.3标准物质
	3.4标准溶液配制
	将脂肪酸甲酯混合标准溶液从安瓿瓶中完全转移至10 mL容量瓶中，用正己烷定容，于-20 ℃冷藏可保存
	根据需要稀释成适当浓度的含5.00 mg/L十一碳酸甲酯内标的标准工作溶液，现用现配。
	5.1样品前处理
	5.2仪器条件
	5.3结果计算
	依据脂肪酸甲酯含量判定油脂是否存在异常，判定异常时提示油脂中可能存在反复高温处理并经高度精炼获得的异
	7.1方法空白
	7.2质控样品
	7.3质谱仪的质量数校正
	采用仪器自动调谐PFTBA进行质量数校正。
	附录B
	附录C

